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m5E# 2003-3033456 



#2 002 — 097500 



(+) -3-7tf^/-6-!?nn -2- [2- (3- (N- ( 7 9 V -2— f ;i/ ^ *f* JV) -N-- f V ^ D tT 71/ 
7^ / ) ^ a jK*S/)-5-* b xn;v] Ky-J^y-J U > 
[-fb2 3] 



CI 





X 



[0 0 6 9] 

(+) ;i/-6-^ a n -2- [2- (3- (N-a:^ ;i/-N->r y^Dtf;i/T^y)^ , n^^ 

[ft2 4] 




[0 0 7 0] 

(+ ) -3-T i2 ^ ;i/-6- [2- (3- (N, N- >f v ^ a if ;i/ r ^ y ) ^ n ^ */ ) -5 
Hfc2 5] 



CI 




ffiliE# 2003-3033456 



#2 002-097500 



[0 0 7 1] 

(+) _ 3 _ T ^ + ;l/ - 6 - ^ n n -2- [2- (3- (N-^r y^n n°;i/-N-* ^;i/T^^)^njK^ 
Mb 2 6] 




[0 0 7 2] 

( + )_ 3 . 7tf ^-6-^ n 0-2- [2-(3-(N-(2-t KP 3f 2/:c^/l/)-N-;* *\H/T ^ ^ ) 
[ft 2 7] 




[0 0 7 3] 

(-)-3-Tiz^;i/-6-# o 0 -2- [2-(3-(N-(2-* h*$/x^/l/)-N->f VJUT 



3 0 



ffiIE# 2003-3033456 



[ft2 8] 



#20 02—0 9 7500 




[0 0 7 4] 

(-)-3-y-fe^;i/-6-? n H-2- [2-(3-(N-(2-fc; Kn 3f */n:^;i/)-N->f v^n tr;i/ 
lit 2 9 ] 




[0 0 7 5] 

(_)_3_ Ti2 ^ ;l/ - 6 -# D n-2- [2-(3-(n-(2-x h ^ e/m^;v)-N-< y tr;i/T 

[ft3 0] 




[0 0 7 6] 

(+) _3_7 ^ ^ ;i/-2- [2- (3- (N- (2-X h ^ $/ -N-- f V^n^7^/)^n 



3 1 



tfJSE# 2003-3033456 



2002 — 097500 



Ut 3 1 ] . 




[0 0 7 7] 

( + )_ 3 _ 7i2 ^ ;1 ,_2-[2-(3-(N-(2-fc: Kndf2/X^)-N-> f V^nfcT/b73 
n 3j< ^ */) -5-* h 3=- 2/ 7 a: x;i/] ^> 7 l/ U > 
[fl53 2] 




[0 0 7 8] 

3-T *fe ^ /I/-6- ? U U -2- [2- (3- (N->f V^n fcf^-(N-^ A/**^^ 

at 3 3 ] 




[0 0 7 9] 

3-t iz ^ ;i/-6- ? a n -2- [2- (3- (N->f y ^ a tr;i/-N- (2- (2-* h 3f S/ x h S/ * 

3 2 ffif£# 2 0 0 3 -3 



2002 — 097500 

[ft3 4] 




[0 0 8 0] 
[ft3 5] 




[0 0 8 1] 

3-7tf;H-^na -2- [2- (3- (N--f v ^ n b? ;i/-N- •? en — ;v # ;v 3f */ x =f- ;i 

Mb 3 6] 




[0 0 8 2] 



ffiHE# 2003-3033456 



#2 002 — 097500 



y)-5-* h 3f 2/ 7 3i — M Ky\T^r \t v y 
UtS 7] 




OH 



[0 0 8 3] 

3-T iz ^ ;i/-6- ^ o n -2- [2- (3- (N- 5/ * n >>V-N- (2- 1 Kn^pi/xf ;i/)T 
[ffc3 8] 




N — ^OH 



[0 0 8 4] 

3-T"fe^;i/-6-^ n 0-2- [2-(3-(N-m^;v-N-(2-H Kn^ri/oc^^T^ 
[Ib3 9] 




ffiIE4# 2003-3033456 



2 0 0 2 — 0 9 7 5 0 0 



[0 0 8 5] 

3-T ± ;b-2- [2- (3- (N- (2-X b 3f S> X*-/b)-H--f y y* n fcT/l/7 S ,0 7* H 
-»-5-* b 3f 2/ 7 3i X AA * > T 1/ y > 

Hfc4 o] 




[0 0 8 6] 

( + )- 3 _ 7t f ^-2- [2-(3-(N-f V^D ^;P-N-(2-^ h =*f S/X^yi/) 7 ^ J ) 
iK=3p S/)-5-* h 3f */ y x x/u] /<> y^ r v* U > 




[0 0 8 7] 

(1) CI I I] ^«)feStife#3S*«JSilT©S^&«s*^**fe»*© 

R 2 : 

R 3 : 7frn**/& 
R 4 : 7 71/ 

R 4 tR 5 :R 4 £R 5 ^U7;i/3^>>I*feli7;b3^>>T;^Mtf 



tB$E# 2003-3033456 



#2002 — 097500 

[0 0 8 8] 

(2) -jR^5 [III] T?Si^Snfe#3£^JB*T©l6^e>^«'ffc'&**fett*© 

r 1 : r$//i/S, 

R 2 : AU>?f>M^> 
R 3 : yn,n*i/m. 

R%r;i/^;i/S> 

R 5 :«SSL.<ttf©xW, y;i/n3fi/«> £fc&-A 2 -R > 

r 6 : r;i/n^i/S, yjvn3ri/y;vzi*ri/m$.fcizyfrzi3ci/y)\s=i*i/yjv 

[0 0 8 9] 

(3) -jRsSS [I I I] ^«^Stlfe#»^'F©a^&«i«flS^*fe»*© 
R 1 : Ti/;V«, 

R 2 : #*U?*fettAn^>K?, 
R 3 : T/l/n 

r 4 : >r y^ntr;i/S> 

R 5 :-A 2 -R 6 , 

R 6 : 7K^S^b < te^CDM-^K 

a x &&t$a 2 : m—tr^itm^^xyj^^y&o 

[0 0 9 0] 



3 6 2003-3033456 



ffi 2002 — 097500 



i i]^m^n^i^m<Dmzmth^M t »mt.vx. rmit^m^^ 

[0 0 9 1] 

;i/-6-^ n n-2- [2-(3-(N-(2-t Fn^pt/x^)-N-f v :7n tf;bT ^ 

Ctt4 2] 



[0 0 9 2] 

3-7 W /1/-6-* n n -2- [2- (3-(N-H F D 5/-N->f V :7 O fcT/l/7 5 >0 atf:* 
MU4 3] 



[0 0 9 3] 

3-ri2^;i/-6-^nn-2-[2-(3-(N->f y^ntf;i/-N-(2-^ h^*/x^;i/)7 3 J ) 





3 7 



ffifiE# 2003-3033456 



#2 002 — 097500 



[ft'4 4] 



CI 





[0 0 9 4] 

3-T -fe ^ ;i/-6- [2- (3- (N- (2-X h 3f J/ -N-> f y ^ n tr;b y ^ 7 ) 
Mb 4 5] 



ci 




o 



[0 0 9 5] 

3-y iz ;i/-5- ? n n -2- [2- (3- (n- (2-h k n ^ i/ ;v) -m-> f v :/ n ;v y ^ 

[flS4 6] 




[0 0 9 6] 

3 - T ^^. ;p _ 6 _^ n n-2-[2-(3-(N-(2-n KD*Mf^)-H-f y^n tf;i/y 



miiE# 2003-3033456 



#2 002-097500 



[ft 4 7] 



CI 




X 




"OH 



[0 0 9 7] 

3-7 iz^;v-2- [2-(3-(n-(2-x h 3r t/x^;u)-N— f v^n if;i/7 ^ J )7utf*c 

[ft 4 8] 




[0 0 9 8] 

( + )_ 3 _ r ^^ ;l/ _6-^ n n-2-[2-(3-(N-(2-^ h * >>x^;i/)-N->f y zfu t?;i/7 

[ft 4 9] 



CI 




N 




[0 0 9 9] 



ffi!E# 2003-3033456 



#2 002 — 097500 



(+)-3-y -fe^;b-6-* DD-2- [2-(3-(N-(2-tl Fn^r $/X^/I/)-N->f V^n hT/b 
T * y)ynjK^ri/)-5-^ $/ 7 at =71/] TV U > 



[0 10 0] 

(+)-3-r-fe^;i/-6-* n n-2-[2-(3-(N-(2-X h**/X.^;i/)-N->f V tf;i/T 

* y ) ^ n a?* s/) -5-* h =^ $/ 7 3i =;i/] ^ r s J u > 

[ft5 1] 




[0 10 1] 

( + ) _3_y ^ ^ ;v-2- [2- (3- (n- (2-x h * */ -M--f v^ntf/i/r^y^n 




Mb 5 2 ] 




[0 10 2] 



mSE# 2 0 0 3-3 



#2 002 — 097500 



3-r -tz ^ ;i/-6-^ n n -2- [2- (3- (N-- r y y n tf (N-* b * ^ :* * x^- 
;i/)r^y)yn7K^s/)-5-^ h=ap>>7xn;i/]/oy^ryu > 
[ft 5 3 ] 



CI 





[0 10 3] 

3-T^JV-6-^U n-2-[2-(3-(N-^ V ~fXl fcT;i/-N-(2-(2-* h =3f S/X h 3f 
[ft 5 4 ] 



CI. 




XT' 



0 



[0 10 4] 

2-[2-(3-(N-(2-r-fe h*s/x*-/io-N->f yyntr/i/T^ y)y*n7K3f */)-5-* h 
=3f y x x;v] -3-T iz ;u-6- ^ n o ^ > y & 7i/'J> 
[ft 5 5] 




4 1 



ffifE4$ 2003-3033456 



,#2002-097500 



[0 10 5] 

3-7iz^;i/-6-* nn-2- [2-(3-(N-^ y :/n tf;v-N-^'ain;^^j;i/7if^rt/x^^ 

[ft 5 6] 



[0 10 6] 

#ffr&4&tt, #|gH§58-46079, #B§Hg59-67276. f#|f§Hg60-139679S; HI 
Hg62-221679&#. ©SB^SCS^Tlg^ 5 £ $r8HK#%©5S 

[0 10 7] 



[0 10 8] 




[ft 5 7] 




mi£# 200 3- 3033456 



m 



M 2002 — 097500 



mznTikism [vi] ufeifc, ov%t% [vi] tr^iift 
[vii] &dmf*p©#«»«i*», *iafc*u9A*©«afi©#<£T. am^e>8o 

T3©f6HT% 30#fr£24B#jSM/&2i*.5;i #<ffr&*&[I 

[0 10 9] 
1 



[0 110] 

±m<D<t&w [iv] ^ft»2K:fiev^^T*^s. i-&fc>t>> y$s* 
a-^xy [viiiltr^rtFi^ [ix]?:h;vx>wi 

Sri:T% [IV] 

[0 111] 
^M2 



Mb 5 8] 





X,— A— X, 



4 3 



mSE4# 20 03-3033456 




[IV] 



[0 112] 

[IV] tt, ^tfftK&aKlftV^^il"^ 
tt#S:^t«iil^SlS. Tfcfc-fc, fl^fc [IV] fc:ft/l/jK>flfcStt*# [ 

XI] DMF^©^«»«tf». 7 bfU^>^©M^#^T, 5? 5/ 

XII] W&frifcflS^ft [XII] £:n# ^ -;i^tf>?«£M VMT# 

aWMMfc* sriit, s;r^T-i/*v-<z)M«K:»«^?Stt# [xii-a]& 

imSfi#[XII-B] 6. Se>lC^tSI£^ [XI I -A] 

£ <fc xfftm*s&{& [x 1 1 -b] *ftifftr^*y £ £ t% js^tt 

[IV-B] mfe-ffc^ [IV-A] &&Tftt&m [IV-B] 

fctcj&s-ffr&flftvi-A] [vi-b] ^t?^ 

[I i-B]^2*i5fb^&*4i€n#S£fc;&^#So 
[0 113] 



4 4 



2003-3033456 




[Xll-A] pV-A] *- M-A] Dl-A] 

(+)-form (+)-form 

[Xll-B] - [iv-B] [Vl-B] [Il-B] 

(-)-form (-)-form 

[0 114] 

JtW©#*M3T»Mv>fcA^>K>WBI#<* [XI] tt, ^Jfcft»4fci:y-£ 
^tt§ 0 ?&t>-h. yt^W%£te7^ [XIII] 
gift, /<>X7^ft K£0 o C^e>^MT*> l«rB5^624^IHSJ!BS-&fc«, 

i«fij«a**ri:Tf, **#>mmm{* [xi] miii^ts. 

[0 115] 



tfjf£4# 2003-3033456 



2 002-097500 

[ft 6 1 ] 




[0 116] 

±1B©^M»l^MV^y^>«## [VII] tt, ^ (4$IH2000-344821 
% Tetrahedron 1996, 52, (10), 3473-86, J.Med.Chem.1973, 16, 736-9, J.Am. 
Chem.Soc. 1946, 68, 1582) K1«B*©#$3U #«ft»5, ^JEfflKJ*6, 

[0 117] 

"5, ^«ft»5Kifiv\T«:, [XIV] fcAay>ft7WSD 

TOJSStsi^-e, y*>s§##; [vii] =&#sii:^t5. 

[0 118] 
[ft 6 2] 

HgN— R 5 + R— X Ml] 

[XIV] pcvj 

[0 119] 

6 ICE vxttt, ffe-£«f [XVI] k^B6^f^Sfb7KKn7 

& [XVIII] &iftft**»Bftx^^»*^T?l»#«'r«ri:T?r^>«»# 
[V I I] S#§It^5 0 



ffiH# 2003-3033456 



2002—09750 0 

[0 12 0] 



Mb 6 3 ] 



p 4 ? 4 



PCVI] [XVII] PCVIII] 



[0 12 1] 

^^7ic^v%Ti^ [xixim® txx] itmF^vmmmm 

il*eT^>««# [VII] SiSi^lftS. 
.[0 12 2] 

[ft 6 4 ] 

R 4 — NH 2 + R— X ^ {VII] 

pax] poq 

[0 12 3] 

■^««»8K:^v^tt, T$>mmft txix] tr^rtw# [xxu 
&/<>^>«©*flM»«E*, *6*c*»^h.y *a*©#«£T, aaa^&eoicT?, 

[0 12 4] 



4 7 



ffifE^F 2003-3033456 



2 002—097500 



[ft 6 5] 

H R 9 

R— NH 2 + Y Mil 

O 

pax] . po<n 

[0 12 5] 

^jSftB&SKlfcVVCBU T^>Si## [XIX]ilAM-;i/M [XXII 
6S[»^30^^624l»IIBfili5a*fe*. #&*ife7SFft#% [XXIII] & 

[0 12 6] 
Mfi»9 
[ft 6 6] 

X R 10 ? 4 

R 4 -NH 2 + Y HN^R 10 ^ flflq 

° 8 

pcixj pocii] poem] 

[0 12 7] 

*«W©ft^4» [ill tt. -&J*«»2 fcttM©^«»i 0K«vv&j*fS 

'Tftfc'fe, ft-^ft [IV]tW-MJ*# [XXIV] £^ 

[0 12 8] 
1 o 



4 8 



2003-3033456 



if$2 002 — 097500 



[ft 6 7 ] 




6 

fcv. 



[0 12 9] 

2M8U§®ffr&4& [in «> -&i*tt*2 i: l iKiav^rt"t* 

t-fcfct^ ffr&* [xxv] iT?#«sn«fl:-&* [ 

iii] \z^&nz>\tasm) nmwfyfc® [xxvi] Xtt7;i/Wn^ 
>ffc*i [xxv i i] &*fb*^i/>*<D#»»*^ wvy*#<D&&&&T 

[0 13 0] 
1 1 



[0 13 1] 

-i:%t^s 0 -r&fc*>> ft^fe [xxvni] (^jfttti-e^ansfb 
^ [iii] tc£*ft&ffc-£«0 z.yfr*Ji'j\u>fy{bm [xxix]&dmf^ 



[fb 6 8 ] 




ixxvii] 



,12 



mfflft 2003-3033456 



#2002-097. 5 00 



[0 13 2] 

i 2 

[flS 6 9 ] 



[0 13 3] 

fff^CD J: ? «stttcr S £ =fe Tf & a - 
[0 13 4] 

fe^^«3(^fl:^^&<z>S»*^cov^TW^ilfflftf^Lfe. -eofftmcov^tt, H^®^66 

M (ms^©^) K*tr*-f K3Mtf*7=r- 

[0 13 5] 




X 



pocviiq 



ffiSE# 2003-3033456 



A #2002-09750 0 

So 

[0 13 6] 
[0 13 7] 

^yzfy. MUrfe^n-x, &Wf&7ktr-(m. fim%fri/V2±. vym 
^kkjiu-x. jKUtf-;nfnu Fy^<Dffi&M> ^j;^^^f^;i/n- 

[0 13 8] 

<D&MitM* mt^ytfjizi—vj*, rt5^y^<Dmmn&£*&mcmvTm 

[0 13 9] 

fcnarefcfttfssfl&i B^fcy o. i~5ooo mg , #*u<i*i~ 

[0 14 0] 




5 1 



ffil£# 2003-3033456 



#2 002 — 097500 



[0 14 1] 

##M l 

> - 1 ) 

[ft7 0] 




[0 14 2] 

ii^iT, 5-^nn-2-T5 ^ ?"*yx.J—fr (67. 7g, 427mmol) ©h;i/X> 
(117ml) , (13ml) »«K:, SST2-t Kn *S/-5-* h 

yjI/ftK (65. Og, 427mmol) ©b;i/X> (59ml) ;* # 7 (7ml) 

50~70t;T?40^Km#bfc. MtCBlbfetfe, N-TW/M' S (10 
Og, 908mmol) (65ml) ^it^Dbfeo S«T?-lftSt#Pbfc*, 

S/^lC^nnJj^l/A (2000ml) % lN-ttBI (650mlx2) £2fIl3_T|ftfflLfco >t 
WfelWlftifc**^"Ny^A*»* (650ml x2) , mft'&Wk (650ml) ^gfe 

UMJt* (650ml) }cMStTiST-lliIlfe= *rffibfc*Sft&*«t1'S 
fc,'*»fc£«#76.1g (53%) #6>4xfeo 
[0 14 3] 

IR (KBr) 3296, 3072, 1636, 1502, 1456, 1444, 1374, 1320, 1272, 1195, 103 
7, 799 cm" 1 

[0 14 4] 
#%M2 



200.3-3033456 



2002-097500 ^ 

3-yiz^;i/-2-(2-fc: Kn^r^/-5-^ h^$/7ain;i/)-5-h y 7;i/^-n^^>n/^< 
yirm/vy (##ft-£$j2-i) 

[ft 7 1] 




[0 14 5] 

fclitltcbT, 4-MJ7<n/*n>i^-2-T$y^*7ay- 1 n/ (3.3g 

) 3^&«»ft^*^2.2g (47%) #£>*lfco 
[0 14 6] 

IR (KBr) 3362, 1660, 1506, 1429, 1332 cm" 1 
[0 14 7] 

;i/-2-(2-t Kn^f S/-5-^ b*S/7xi*)'<>!/f7l/U > (##ft 

**3-l) 
[ft 7 2] 




[0 14 8] 

fclHOicLT, 2-r^;f^7x;-;v (50. og) fr&*»ft£4&#92 

.9g (77%) #<D*lfco 
[0 14 9] 



2003-3033456 



•#2002 — 097500 

> (##^^4-1) 
Mb 7 3 ] 



CI 




[0 15 0] 

^H§^&T> Hnn-2-7^ft7i;-^ (10. 5g, 65.7mmol) <D**J 
~)V (20ml) ^M(C. SSt2-bl KO^i/-5-^ h^f J'/OXr^Tk K (10. Og 
, 65.7mmol) <D*?J-)\, (20ml) »«S:iP^.T^STf50^|Bfflt#Lfelft, tffffi 
lfdgS&5Hbfc. #&tlfc*§ttKl^*»il (20ml, 212mmol) £#&x.T^M 
•e-Wa^bfelft, M«£MffiTMibfc 0 (60ml) , 7k 

(10ml) , (5.0g) *M%.Xm.UT*—&MWLft&. fcJ&WL%ffi& 

-fmrnvtco m^mizmm^K (3oomi) , vs-mm (200ml) ^io^T^mb 

fro mWlM*mmi&&* (150ml) T*Sfc#U #R*«iEfilvy*S/^A^a»*«, 

dp iJ ->/^x^;i/=3/l) til3t5i:^ft^W.7g (60%) #e>*ifc„ 
[0 15 1] 

IR (neat) 3307, 2953, 1650, 1505, 1464, 1434, 1409, 1383, 1284, 1042, 80 
9, 756 cm" 1 

[0152] 

( + )_3_ T -fc^;V- 6 -?nn-2-(2-ti Kn3f^-5-* hdri/7x^;i/)K>^/f7 

(##<fbi» 5 - 1 ) 




ffi5E# 2003-3033456 




002—097500 



[ft 7 4 ] 




[0 15 3] 

(a) (2R , 4R) -3-7 iz ^ ;b-2- "7 ai 7 ^ U P y^3)^yW. (##ft 



[0 15 4] 

y (400g, 2.28mol) (1500ml) S»Tf*BMS^ h U 9 

A (91. 2g, 2.28mol) <2tK (1500ml) Kj/XT/I/^fc K (232ml) (D£ % 

J -JV (1500ml) m«ffi&ftr£15£mJR#bfe. ^t-|Silf:l tfffl 
t--5M^^5^b|g!)^bfec #e>*lfe«ft©* (1200ml) *«K:, 60°CT*^7jcH 
IK (1000ml, 11.4mol) &25#|8n*»T bfc„ HS*ei5^raflt#«* 2K#TT? — 
WfcjfcUbfe. «fmL/fc»SfcS«tUttj»f «ftft£4fc#261.2g (46%) # 

[0 15 5] 

IR (KBr) cm" 1 1717, 1603, 1419, 1281, 1236, 1214 
[0 15 6] 

(b) (2S , 4S) -3-7 i2 9 ^-5 , 5- & * 9 /1/-2- 7 /1/-4-*- 7 V~ U > * ^ ^ > 
(##ft£^ 5 - 1 b ) 



®5-la) 



[ft 7 5] 




5 5 



ffi$E# 2003-3033456 



2002—097500 



lit 7 6] 




[0 15 7] 

D-/\-t/7^ > (150g, l.Olmol) (Di& (900ml) ifit^^XT^f 
tK (102ml, l.Olmol) ©a:*; -/I/ (300ml) ^MfcAtliLfc. SfiT?15#IBI, 

MTti.5W#bm ffiffibfc*g&&5fljtbfs«bfc. #e>tifeM^r© 

# (700ml) t§«lC60TC*e#i*»ii (480ml, 5.05mol) &15:£t^T?$jgT b tc. m 

«lbffii»i-Sfc*»^«3S ? 252.3g (89%) #&tlfc. 
[0 15 8] 

IR (neat) 3392, 2920, 1730, 1618, 1411, 1196, 1178, 732 cm" 1 
[0 15 9] 

(c) (+)-3-Ti2^;V-2-[2-((2R,4R)-3-T-fe^;V-2-r7rc— Jb?-7 X JV 2*^-4- 

<i n/jtjjitf-fr**ri/)-5-* h3ris7*—M-e-9uv<y i/rrvv y (## 
ibis® 5 - 1 c ) 
lib! 7] 



[0 16 0] 

(5.24g, 1.56mmol) ©MtKDMF (60ml) ^gtlC iST* (2R, 4R) -3- T 12^^-2- 




Cl, 



5 6 



miE# 2003-3033456 



2002 — 097500 



^x-;i/-4-^T x -/U VyilfriSym. (5.87g, 2.34mmol) , N,N-i?^f^75 J 
WPy (290mg, 2.34mol) &#D;l£. EI'V^Sz/l/fc/UffSM' ^ 

F (3.54g, 1.71mmol) S:ttiMTtll|^ ^lt'2HIilffbfc 0 *?fr<fe, 

JU (30ml) ^%&5SUU (120ml) fcfltl*.* U UftJVl* 

(50ml) *«MftlO%^X>|fcjC»« (120ml) , ^fU^7jC^ 

MJ9A7K»*t (120ml) „ «|3ftI*ift7K (100ml) ©jRKUjfe^U 

S/^A^ffilTKbfc. ^ n a Ji^;i/ A feiffif * b^Sf k: fan A (15ml) £ 

%#3.87g (43%) #e>tlfeo 
[0 16 1] 

IR (KBr) 3425, 1765, 1673, 1654, 1576, 1492, 1463 1142 cm" 1 

(d-1) (+) -3-T-fe ^;i/-2- [2- ( (2S , 4S) -3-7 i2 ^ ;i/-5 , 5- 2? *3-fr-2-7 sl—JV 

*tv*v jvtf—ji* * $/)-5-;* b 3f S/ v -6-* a n ^ > y 

77l/Vy <#=*ffr&<»5- 1 d-l) 



[0 16 2] 

3-Ti2^;i/-6-^nP-2-(2-H Fa=5p*/-5-* bdf ^7x-^)^>l/f7^ l J > 
(127g, 0.38mol) £>$£7j<DMF (500ml) f&WLK, ^.WV. (2S,4S)-3-Ti2^;i/-5, 

5-i;^fM-7i- ;i/-4-f7yj ^>^;VJJ?>^ (102g, 0.38mol) <Z)j&7.KDMF 
(500ml) ^M&iD^^p gfft#H^T, aiT*JI#ba!«'&N,H-s;^f^T5 

J\fVPy (5.58g, 45.7mmol) £;&D;t£: 0 2K#^> 7 S J 'V % JltfyWtV ^ 7I> 



lit 7 8 ] 




5 7 



2003-3033456 



,#2002 — 097500 



(87g, 0.50mol) *#TT?15#W, MT?miHS & K:«fi*&401C 

T?3H|IB«#bfe. fijS*&«ffi«l8*. »W«K:io%*x:yflWc** (lOOOml 
) £#tI;U l«x^/l, (lOOOml) T'iffibfc ^S&2fc (1000ml) , ftfftr£$ 
Tfc (lOOOml) Tfffi&U Mv^*i")A"e»lfc 0 ilXfMr^fffSU 

T&Mm^M&^Wk (x^^-;v/^>r v^ntf;bx— ^;v=20omi/iooomi 

jf : /\dp-9->/^mx^-;v=i/i) nmm?z>£> um^mms.oe (43%) # 

[0 16 3] 

IR (neat) 3009, 1679, 1650, 1495, 1464, 1380, 1322, 1176, 1140, 757 cm" 1 
[0 16 4] 

(d-2) (+) -3-7 iZ * ;i/-2- [2- ( (2S ,4S) -3-7 U ^ ;i/-5 , 5- S? * ^ ;i/-2- 7i-^f 



[0 16 5] 

3-ri2^;v-6-^nn-2-(2-t Kn3f£/-5-* h^e/7x-^^> V^ri/u > 

(5g, 14.9mmol) CD^tKDMF (20ml) »}RJC, (2S,4S)-3-7 
^^^-2-7 ^-fy-A-fT^JV VyjjA/iSyW. (6.2g, 22.2mmol) £j&H;*.fe 0 ^ 
fS§#H^CT> £ttT?«#Lfc#e>* N,N-S;^^;i/T^ J bfU (270mg, 2.21m 
mol) ^MXttL B W$%k> V*/9U^*r*/ftiltoiRV4% K (3.1g, 15.0mmol) 
&#II;t*k#TT'15#fm. SffiT?30Wj|#L/fe*, S)SIlC»ilf;i/ (100ml) 



[f 79] 




5 8 
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, * cioomi) ^m^U'vmwvtc.o mmi>ttmm*zw&* &mzio%? 

JLyM (100ml) , (100ml) „ ffijfUAat* (100ml) (DM^B^ U 
50ml) &fln*T3&l©»#«L Sfitf- flft»«bfe. «fffibfc— *©S?TX^l/* 
HifrJI : ^"frWIf^X^t^l/l) T»»RtSJ:*»fl:^*^4.2g (47%) # 
[0 16 6] 

( e ) (+)-3-y-fe^;i/-6-^U n-2-(2-tl Kn=3pe/-5-^ h^f»/7i-^) / <>^ 



[0 16 7] 

(+) -3-y -fe ^;i/-2- [2-( (2S, 4S) -3-y -fe^-s , 5-*? ^ ^ ;i/-2- 7 ^ r V 
u ;v*;i/^-;i/^^r s/)-5->t h^S/^ x-;H -6-* nD/^!/f7^ 

U> (193g, 0.32mol) ODDMF (2000ml) MTtMlftt h 'J 

7jc^m (970mi) &iTu 3o&mmwist=.o mux'BLj^m\cw-mm^m^.xm 

ftlCbm (4000ml) T^ffibfec #»»&«flfo:fc«teK (4000ml) 

fftCi-nD*^ (400ml) &MtfffilfcMS:5tU tt^Si:*© 

ft-^«b^55 . 9g# e> tife. #* i/ nmanft »; m-** ^ * k: * »; * 
mmz^mh&mw9.5e (74%) #e>*ifc„ 

[0 16 8] 

IR (neat) 3068, 1644, 1466, 1384, 1277, 1257, 1196, 1091, 808 cm" 1 



[ft 8 0 ] 
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^^#2002-097500 ^ 

[0 16 9] 
#ft-£^6-l) 




[0 17 0] 

(a) (+)-3-T-fe^;i'-2-[2-((2R,4R)-3-Ti2^;V-2-7ai-;i/^T^U *?>-4- 

>f;i/^j;i/3ff-^*^S/)-5-^ h^i/7i-M^>i/f7i/'J> (##ft-£r%6 

-la) 
[ft 8 2] 




[0171] 

;v)/<Wf7y^ (27. 4g) ^e>*ffirft^4to^20.og (83%) 

[0 17 2] 

IR (KBr) 3039, 2933, 1765, 1674, 1657, 1587, 1491, 1465 cm" 1 
[0 17 3] 

(b) (+)-3-y-tz^;i/-2-(2-t: Kn*s/-5-* h^i/7i-;i/)^>i/f7^/y > 



6 0 
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(##*fr£«6-l) 
[ft 8 3] 




[0 17 4] 

##0|5© (e)tm#tCbT, (+)-3-T-fe^;i/-2-[2-((2R,4R)-3-T-fe^;i/-2- 

7 x n r v u >-4-> f ;v # ;vtK— ;v^- 3=- s/)-5-;* h =¥• s/ 7 x ^ y 
r^vy (19. 9g) fre>«e&ft-&ft#io.6g (95%) ^e>tife 0 

[0 17 5] 
[0 17 6] 

(-)-3-7tf^6-^nn-2-(2-t b^i/7i- ^)^>i/f7 

[ft8 4] 



[0 17 7] 

(a) (-)-3-T-fe^;V-2- [2-((2S,4S)-3-T-fe^;i'-5,5-^^ f ;i/-2-7x-';i/f 

T S J U 2?>-4-> f ;i/#;b>ff— -5- j* h 7i-M -6-# n n 

Tl/y> (##ftl»7-l a) 




6 1 
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[0 17 8] 

3-rtf;H-^nn-2-(2-t: h^i/7i-^)^v^/fry , J > 

(127g, 0.38mol) ©fc&KDMF (500ml) mUV, (2S,4S)-3-T 1Z^;i/-5, 

5-p*^ji-2-7 3i=.j];-4-*T\rv vyiDitfym mmm^o>)izmm<Dit^m 

] (102g, 0.38mol) OD^tKDMF (500ml) mWC^M^fco ^#S^,T> ^M^St 

#b&#6>, N,N-^^^;VT^ J tf U (5.58g, 45.7mmol) *:lBXtz. 0 

ft, T^/^^;i/7jf>^yx^;b (87g, 0.50mol) *^TT15^^ g 

m*eii*islS6)K:ftfij|&4or;*e3HlRlSi#bfe. m&WtW&MWk. MM&cio 

%*X>Bfc!M8JlK (1000ml) £#tl>l, Wxf;i/ (1000ml) ^ffibfco ^fSJV 
(1000ml) , Igfn^TK (1000ml) T*Sfc#U «»T^*S/.9AT»Bl*lfe 

ft, M*x*/i/*:«ffiW*bfc. 3S«*K:a-&»« (x*y-/i//2My^ntf 

;i/X-^-;i/ = 200ml/1000ml) £JH;L, H&B£M8?ft, flffflb 
[0 17 9] 

««&«ffi««&ft, 3Si«&i"J*^*9A^07h (#*WB: 's^MJ-WW 
^X^;i/ = 1/1) T*3|Wf<5£, a&JC«»ft-&<fe«<43.8g^6)tlfeo (ft43%) 
IR (neat) 3008, 1680, 1654, 1494, 1464, 1383, 1139, 755 cm" 1 
[0 18 0] 

(b) (-)-3-7tf;i/-6-?nn-2-(2-t FO^-S-* h^fJ/7i-A) / Ol/ 



6 2 
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CflS8 6] 




[0181] 

###[4 (e^RPfiftKlLT, (-)-3-yiZ^;i/-2-[2-((2S,4S)-3-TiZ^;i/-5,5-£? 
]-6-?Dn^yfr^> (78.3g) ^e>*»flS^&^33.7g (77%) #*>*lfc 



[0 18 2] 

IR (KBr) 3068, 1643, 1509, 1467, 1385, 1350, 1277, 1196, 1092, 808 cm" 1 
[0 18 3] 

3-yw;i/-2- [2- (3-^ n *e ^ n jK ^ */) -5-* h ^ s> y x ^ r V U 

> (##<&-£# s - 1 ) 

[flS 8 7 ] 



[0184] 

3 _ T ^^ ;1/ _2-(2-H hdfi/7x-^^>!/fr^U > (30. Og, 

8.93mmol) 0)2r-'7UAJ -JlfeW. (200ml) tC, (27. 5g, 19.9mmol 

) , l.S-^^n^^D/^ (105ml, 1.03mol) fcfltl^-fco 2B#|^&P$tf§$5iS U ^ 




ffiSE# 2 0 0 3 -3 



^|#2 002-097500 
aC3WPLfclk * (300ml) SHitillf^ (500ml) T2ISfflfflLfeo 

mx^;i/M&H5fn^7fc doomi) T*2mWi&hm*mm^#'*i't72*"€ffl l &&. 
x^;v=2/i) -e»sgbfcc #e>ft§w»c2M v^o^x-^i/fcittajn 
) #e>tife 0 

[0 18 5] 

IR (KBr) 2952, 1672, 1591, 1576, 1499, 1468, 1379, 1278, 1210 cm" 1 
[0 18 6] 

3-r-fe^;v-6-^nn-2-[2-(3-^ nn^n7K^pe/)-5-^ h^ri/^aix;!/] 

vm/v> (##^#9-1) 

C-fb 8 8 ] 




[0 18 7] 

S*#BB»T» 60%^-fb^hU^A (680mg, 17.0mmol) GDDMF (15ml) ^ 

&c> ^T v e3-T-fe^-;p-6-^nn-2-(2-n Fn^fSz-s-* h^i/7x-A)^> 

*/9-7)/Vy (4.68g, 14.4mol) <Z)DMF (15ml) 1-^0^-3-^0 0^0^ 

y (4.2ml, 167mmol) &JR&j&I;*.fc. 501CT?lB&IRISi#«, mU^ik^Vt^ 

R&tiLK-mm&ik7y i £~vj*&mwL (son , 7K (5omi) &m*.Tmm^m 

(50ml) t«fflbfe a g^X^Jf&S&fll^ifotfC (30ml) T*2ISSfeJ£U 

(94%) mbtifc- 
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[0 18 8] 

IR (KBr) 2912, 1676, 1458, 1373, 1281, 1206, 1026 cm" 1 

[0 18 9] 
##09 1 0 

3-Tl2^;i/-6-^ D D-2- [2- (2-^0^31 h 3f */)-5-* h 3r S/7 X.—M *<y s J 

rrvvy (##ft:^io-i) 



[0 19 0] 

fcRPgfcJCbT, 3-Ti2^;i/-6-^nn-2-(2-H Kn^ri/-5-^ h$f£/7 

aizi;i/)/<>>y^Tyy > (2.5g) #&*tt'ffe-&«f#2.2g.(67%) #e>*ife. 

[0191] 

IR (KBr) 1666, 1574, 1498, 1464, 1377, 1216 cm" 1 

[0 19 2] 
##M1 1 

^rvv y i&mik&mi l-i) 

[ft 9 0] 



[ft 8 9] 




CI, 




2003-3033456 
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[0 19 3] 

^MKyi/^Tt/vy (3.5g) frbumfc&mtfis.se (78%) fiktifc, 

[0 19 4] 

IR (KBr) 2930, 1677, 1463, 1380, 1281, 1211, 1031, 806 cm -1 
[0195] 
1 2 

3-71?rjl;-2-[2-(3-#UU'7Utf*ci/)-5-* h x =./!/] -5- h U 

n^fM>^f7!/U^ (##ft^«12-l) 
[ft 9 !]• 



[0 19 6] 

##«7 nmmzhX, 3-r-fe^;i/-2-(2-fc: Kn^i/-5-^ h^i/7x-;i/)-5- 

h'j7^D^fM>yfTi/'j> d.8g) frbmmit'&mm.sg (89%) # 

[0197] 

IR (KBr) 2962, 1680, 1600, 1500, 1431, 1388, 1323 cm" 1 
[0 19 8] 
1 3 

3-7tf;p-6-^nn-2- [2- (3-A ^ h ;v x > x ;i/ /ft — ;i/-i- j* ;i/ n stf 3? ) 
-5'-^ h^s/7oi-^]/<>y^y^y > (##ft^%i 3-1) 




&Ifl:4# 2003-3033456 
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Ut9 2] 




o 



[0 19 9] 

1 3 - 1 a) 
[ft 9 3] 



[0 2 0 0] 

1,3-7* >*?*-Jl (5.07g, 56.3mmol) (DWW&At^^^y (20ml) mWLK, 
Sa^tTU^V (9.0ml, lllmmol) ^iU^fec h ;V:n> 

(15. 9g, 83.4mmol) %jJQ%.%.UX*— BMWh * (60ml) *$\1%.XW 

M^T-ft doomi) -elfimbfeo Mfcx^/i/Jf fciH-tM (30ml) , ( 
30ml) T»8s?£U M^^^^^^AT*flK7fcL/feo »S&x*7l/tfcifcffiS*l,fe * 
^, #1 6*1 5/ U *m7A^D7h (%£tfrJS : ^V^/WM^ 

;i/=3/i) T?»88*«fc««*t£4&#7.72g (57%) #6*lfc„ 
[0 2 0 1] 

IR (neat) 3543, 3413, 2970, 2929, 1598, 1356, 1176, 948 cm -1 
[0 2 0 2] 

(b) 3-7iz^;p-6-# nn-2-[2-(3-/\°^ M-^f'^^o^ 




6 7 
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O f=\ 



[0 2 0 3] 

3-r-fe^;i/-6-^nn-2-(2-ti Kn^i/-5-^ h^i/7x-;i)^>!/fr^u> 

(2.56g, 7.62mmol) , b<j7i-^X7>f > (2.00g, 7.61mmol) % 3-A^ h 
)\,3ll/7,Jbiks—)VJr3r : i/-\-*?-)\s7UrtJ-)\/ (1.86g, 7.61mmol) ©jH^K"^ h 

^tiKn-7^> (10ml) ?§?£ic. ^M7?7v^#;i/>K>^:M yyntf;i/ (1.54 

g, 7.61mmol) ©Mfh7tKn77> (10ml) ^£#(I*4tt|i^#bfc 0 & 

/it^x^;i/=4/i) ^«§rtS£t^bi»;tfi.58g (37%) #e>tife» 

[0 2 0 4] 
[0 2 0 5] 

##M 1 4 

(+) ;t/-6- ^ n n -2- [2- (3- ^ n n ^ n jK^t ) -5-^ h dp 7 3i — ;u] 

oi/^ryy y (mm^m 14-1) 



[0 2 0 6] 

60%7j<ittt^ h U 7A (4.50g, O.llmol) CDftftfcDMF (100ml) ^(C, 7_k#Tl- 



[ft9 5] 




6 8 
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^nwnn^n;^ (i06mi, i.07moi) £j&Dx.£ 0 m^x (+) -s-r -fe^^- 

6-?na-2-(2-tl KD=3f>>-5-^ h^S/7s-^)^l/f7^'J > (36. Og, 0.1 
lmol) (200ml) M^lTbfc 0 J&T»7lfcS & KllB?|ffl«^b fe^ 

, £j£*ic#&in*.»»x^/b dooomi) T»ajrmbfe.-*«*fettfnA«* do 

00ml) X&WL. *t*«»V^*^^^*ClW*bfe- »iX^^fff*l/fc 
>>-;!/ (300ml) £#&;UJc#TT*Si#Lfco tfffibfclSI&fcS 

ttu*fc««fc*ttft£*#29.og (66%) 

[0 2 0 7] 

IR (KBr) 2940, 2835, 1871, 1755, 1671, 1576, 1497, 1464, 1347 cm" 1 
[0 2 0 8] 
1 5 

(_) _ 3 _ T ^ n n -2- [2- (3- ^ D P ^ n JK 2/ ) -5-* h^fi/7i-M 

^yi/fTW > (ttft^tl 5-1) 



[0 2 0 9] 

2 £|U*£ICLT, (-)-3-rtf^-6-^nn-2-(2-t h 

*J/7i^)^W/'J> (33. 7g) ^6>^^IS^%^44.0g (5t*lft) # 
[0 2 10] 

IR (neat) 2961, 2938, 1679, 1498, 1465, 1210, 1048, 810 cm" 1 
[0 2 1 1] 
16 

(+) -s-y -fe ^ ;i/-2- [2-(3- * n n ^ n jK* S/) -5-* h * 5/ 7 a x;i/] y * T 



[ft 9 6] 




6 9 



2 0 0 3 -3 
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vy y i&mib&toi 6-D 



[ft 9 7] 




o 



[0 2 12] 

##M1 2 fcHfcKlLT* (+)-3-Tir^;i'-2-(2-H Kn*$/-5-* 
;V)^>yf7yU> (3.0g) j^6*»fiS-&«35i«3.1g (82%) mbftfc. 
[0 2 13] 

IR (neat) 2959, 2834, 1675, 1578, 1497, 1466, 1379, 1277, 1210, 1048, 75 
0 cm -1 

[0 2 14] 

##M 1 7 

2-(*/>7U'^*i/to*<?toTS. J)^-Z J -to mm. (##ftlir% 1 7 - 1 ) 
[ft 9 8 ] 



[0 2 15] 

ZfU to is? n^^r"9-> (4.50g, 25.4mmol) , x.# y — ;i/T^ > (7.76g, 

127mmol) <b*X.* J -to (60ml) ^MlC, ifita^ht h 'J (11. 4g, 76. 
2mmol) $:ifn^l8^^D^51^bfeo SJEtt&SfifcMbiMfc, i?X^;i/X— r- 
;i/ (50ml) , maMfcyy (80ml) 2KS£4N-7jcMft 
i-hV V2±j£mWL-ZTtoi3Vmz.\sf=-%k. i?nn*M (100ml) -ettffibfco 

9uu*to&m*Mm'&&*'vm&L, m^mst^hv^^-vm^^o *nn 

*/!/ A SrMffiW* L fctfe, ft & tlfctt^JCSfittTf 4H-*ft**^*** 




7 0 
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—097500 



(lomi) £#n;ifc. flfffibfejus&sfcu ^x^^ni-^^T-^-r s tmm 

ffr£%#3.85g (78%) 
[0 2 16] 

IE (KBr) 3317, 3060, 2926, 2851, 1564, 1448, 1430, 1079, 1040 cm" 1 
[0 2 17] 

Jfcsp : 45% 

IR (neat) 3358, 2957, 2794,1592, 1452, 1077, 1029 cm -1 
[0 2 18] 

2-(i-x^;b^ntf;i/T^/)x^y-;v (##Wn-3) 

: 60% 

IR (neat) 3346, 2971, 1591, 1459, 1075 cm -1 

[0 2 19] 
##$J 1 8 

N-^>^;i/-2-(* <?fr**)^mT ^ > (&%it&® 18-1) 

lit 9 9 ] 



[0 2 2 0] 

5 innate it, z-fr^jvprtttfrrzy (4.og) fcHft/Oj? 
;v (5.0g) j^feWfl&fls^ft^i.Sg (21%) #e)tifeo 

[0 2 2 1] 

IR (KBr) 2940, 2792, 2424, 1440, 1439, 746, 702 cm" 1 
. [0 2 2 2] 

&mm i 9 

n-(2-^ h^i/^Mi/pn-jutffrtrjvT^y mmm. mmt&m 1 9 
-1) 




7 1 
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[ftlOO] 




[0 2 2 3] 

5 ^i^jcbT, 2-^ (3.3g) ^(^n^e^^;!/) 

*/#u7u/*> (3.og) *e>*tttt-&ttrti<i.5g (4i%) #e>tife= 

[0 2 24] 

IR (neat) 2949, 2794, 1587, 1453, 1122, 1033 cm" 1 

[0 2 2 5] 
###J 2 0 

N-(2-3ihdr^^:^;i/)-ry^ , ntf;i/r^> (##M2 0-i) 
[fliioi] 

[0 2 2 6] 

##M1 5 illH^lCL/T, 2-a:h^$/x^;VT^> (93. 8g) £JSfcflS>f V :7n l£ 

>o/ (H2g) frbnmfo&mwo. 7g (51%) #6>*ifc 0 

[0 2 2 7] 

IR (neat) 2970, 2933, 2869, 2616, 1469, 1444, 1380 cm" 1 

[0 2 2 8] 
##M 2 1 

N-(2-^>^;i/^^r2/x5 L ;v)-f y ^"n tr;vr^ > &3t% (##-fb-&^2 1 - 
i) 




£BIiE# 2003-3033 4. 56 



[<ffcl 0 2] 



#2 002-097500 




[0 2 2 9] 

(a) 2-(N-tert-^h^ri/^j;v/K~;i/-N->ry^ , ntr;vr^ /)x^ (# 

mtismi i - 1 a) 

[ftl0 3] 

Y 

' o 

[0 2 3 0] 

2-(W y^ntf;i/T^ 7)X# y (lO.Og, 96.9mmol) ©rb7bKn77> 
(60ml) 2K?frT—IBBfc 2*^/1/ (25. Og, 116mmol) fflfh7tKn77 

> (40ml) ^m5:in^feo gSt3.5iOT^bfct, %.J&mK.10%-9^>m* 
&m (500ml) &fln*.T»l*:£^/l> (500ml) 7?»ffibfe 0 ^Jf^lMfD^TK ( 
500ml) T*$s?£> M7kmfc-??*t/V2*T5ffl>*Lfc. 0 b 

;i/-i/i) TMSfS^ ^ffc^%^24.0g (fe&M) #6>*i£o 

[0 2 3 1] 
IR (neat) 3438, 1694, 1052 cm" 1 
[0 2 3 2] 

(b) N- (2-K y PjUr* i/X.^)l) -N- (ter t-Z? h*ri/Jjfr -iVJVl^JV 

(##ftl»2 1 - 1 b) 



7 3 
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[ft 1 0 4 ] 




[0 2 3 3] 

BOfcKJfrffc;-*- h U tfA (885mg, 22.1mmol) ffli^Th^t: FH77> (20ml) 

(3.00g, 14.8mmol) , Ky Jb-fU^J F (2.6ml, 22.1mmol) ©M^K^ h. 
7tFn77> (30ml) 60T5T*4B3rlffl£#l/fc- SlS«K:*?frTTf 

* (100ml) £#0;*., (100ml) tttttltfe. ^»/f 

^TfC (100ml) T'tfc#, ^7Kam^^^i/^AT*fl^bfe 0 

wm^ji^w mm-tz^ nmit&mm.m (30%) #e>*ifc. 

[0 2 3 4] 

IR (neat) 1693, 1166, 1126, 736, 697 cm" 1 
• [0 2 3 5] 

(c) N-(2-/<>s;;i/^-^e/x^;i/)-r y^otf;i/T^> m^(##ft^2 

1-1) 
[ftl0 5] 



[0 2 3 6] 

N-(2-^>i?;i/^=¥^x^;i/)-N-(tert-^b^S/^;vjK~;p)-f y^ntr^T^ 

> (1.20g, 4.09mmol) (3ml) ?§$ttC, &#TT*4N-i&ft7fciltSt^ 

^jvmm (3ml) £fl[i;tfc. £fiTf5B?raSt#Pl,fe«, \R/£*te«ffi»*&Ufc. 

mbfofc.mft'k^y'y'vzm-t&t.. TO<fb##j#728m g (7755) #e>*ifc. 

[0 2 3 7] 

IR (KBr) 2750 - 2600, 1127, 731, 696 cm -1 




ffifEff 2003-3033456 



#2 002-097500 



[0 2 3 8] 

##M2 2 

N-(2-* h ^ 4V7u¥)\sT$y tit m^fc&m 2 2-1) 

[-ftlOS] 



[0 2 3 9] 

2-^h^i/^>X7;i/ftK (3.14g, 23mmol) (D^Oif > (6ml) m. 
!T'>fy^n^T^> (2.0ml, 24mmol) £ ^Cgg^ h U (6.00g, 42mm 

&ftfcSiMK4&ic**y-/i/ oomi) . #*TT?**fl;*tf**-i* 'J 9 

i» (0.87g, 23mmol) *M7ltc. 0 tIt'#WlfeE £j&?fclCt&*&^2K ( 
15ml) , yfr (30ml) ^tXiXXmW.^ )\* (100ml) -effiffibfeo ^*»&«tfnA 
jft* (20ml) xmW. jfc*»»T^*S/9ATfJ8*bfe. 

Lfefk flf&ftJMlMM&ICX*;-;!/ (25ml) &J&;fcTl«V*Tl^T?61HfcHfe (1 

omi) fcj&mzffimmmvr^ m^^m^mzv^jv^-^-jv 

[0 2 4 0] 

IR (KBr) 3300 - 2000, 1606, 1587, 1500, 1465, 1444, 1256 cm -1 
[0 2 4 1] 



2 2-2) 
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ffif£# 2003-3033456 



2 0 0 2—097500 

9 ^ 



lit 1 0 7 ] 



HCI 



[0 2 4 2] 
: 89% 

IR (KBr) 3352, 2973, 2683, 2554, 2413, 1946, 1693, 1572, 1476, 1388, 129 
6, 1150, 886, 781 cm" 1 

[0 24 3] 
##M 2 3 

N->f y^ntf;i/-3-s/#n^*/;i/-i-:/afcr;i/y^ > (##fls-&$y2 

3-1) 

[fl:i0 8] 



HCI 



[0 2 4 4] 

(a) n-> f v^ , ntr;i/-3-^^n^\dp^;i/^'n7^>T5 F (##-fb^2 3-1 

[^10 9] 



[0 2 4 5] 

S-S/^n^drif^^PA'^l? (5.00g, 32mmol) ©^nn*;i/A (50ml) *§?&{C 
, mWZm.it 1 ?-*-}]' (6.0ml, 82mmol) T S?* *)lfcfr&T $ F3:iJ>* 

(25ml) ?§?£&C, *K#TTM V^ntf;i/T^> (1.70g, 29mmol) 



2003-3033456 



#2 002 — 0 97500 



<Dl&ik*?-Uy (25ml) %&Wi£.ti-**)1' : £A/#iV V (4.5ml, 40mmol) HtMX.1t. 

. ^u^-mmwhtc^ tk (somi) &#a^T»mx^;i/ (120ml) x-mmhfr 

o ^.aM^rlN-^ (50ml) , O.IN-tKM^ b U ^^^M (50ml) , 
* (20ml) ■CJB&8fci£U *l*«l»vy^2/^AT*JK7Kbfc. MHKai^/UfclWE 
©***fc««rtfr&*#6.00* (95%) #&ftfc. 
[0 24 6] 

IR (KBr) 3304, 2923, 2851, 1637, 1547, 1449 cm" 1 
[0 2 4 7] 

(b) N->f yyntr;b-3-i/^ t/;i/-i-^ntf;vy ^ > (##ft-o- 

%2 3-1) 
.[ftll o] 



[0 2 4 8] 

**fty*"*Ay/!/$X#,k (1.40g, 38mmol) 0 yif^l-f^ (75ml) & 
?£&C, ^TN-W V >^n tf;i/-3-2/^ D^\^rS/;i/yn7N 0 >T^ K (5.60g, 29mmol 

) tf>^x^;i/x~r;i/ (50mi) iiSiTlfc ist2.5Wl#ifet, *k 

^T^?* (1.3ml) , 4M-*K^bU^A*»* (1.3ml) , # (3.9ml) 

}£#KZ>X# (100ml) ^MT*2N-^m (28ml) ^MXf^ ffi&m 

mhfeo #&tife*JK«»C, x*y-;i/, $?x3^x-7\fc $t 

20g (19%) #£>*ifc„ 

[0 2 4 9] 
IR (KBr) 3100 - 2530, 1449 cm" 1 

[0 2 5 0] 

mmmi 
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ffiSE# 2003-3033456 



4#2 002-097500 



. 3-Ti2^;i/-2-[2-(3-(N-fc: FD^ri/-N-^f ;i/7^ J ):7n -5-;* h3rt/ 

[ft 111] 




.[0251] 

s-7 -fe * /i/-2- [2- (3-^n ^ zf n $/) -5-* h ^ ^ 7 ai x;i/] <K-yV*y S J U 

> (497mg, 1.18mmol) „ 1 Fn 3f*/;i/7 ^ (209mg, 2.36mmol 

) <Z>&2KDMF$?ft (6ml) IC. glt'IiA'J^A (590mg, 4.25mmol) , 3>^ft 
•^-MJ^A (530mg, 3.54mmol) £;&[lx.fe 0 SJES«S:60~70'C^3l»|Sr»f? 
, MlCTfriPU * (50ml) SU^iixfjl/ (70ml) T'ttffibfco ^Jtfc* 

/fiif^=2/l) »&*ifc$*#*K:BH»x^;b (2ml) fln*., *K 

7frTT«f?L/J&« ? 6>4N-Sfl:*3R»»x^^»?|| (5ml) fcfln&fc. ^JS?KS:^IM 

6%) #e>*bfc„ 

[0 2 5 2] 

IR (KBr) 3416, 1672, 1499, 1466, 1381, 1209, 1041, 750 cm -1 
[0 2 5 3] 

3-7 iz ^ ;i/-2- [2- (3- (N- (2- 1 > n ^ S/ x^ ;p) ^-/^S-O^niK^S/)- 

5-;* hdpS/7xX^]/<>y^7^/y ^ ULiftS (ft#«l-2) 



HJSEf* 2003-3033456 




0 0 2 — 0 9 7 5 0 0 



IR (neat) 3325, 2957, 2604, 1669, 1497, 1466, 1382, 1280, 1211, 1061, 75 
2 cm" 1 

[0 2 5 4] 

3-T-fe^-;i/-2-[2-(3-(N,N-fcfx(2-t: Kn#*/x*;i/)T ^ J)~?U tf**/)-5- 
J&afS : 91% 

IR (KBr) 3331, 2958, 2586, 1664, 1498, 1467, 1369, 1318, 1279, 1244, 121 
3, 1049, 754 cm -1 
[0 2 5.5] 

3-T"fe^;V-2- [2-(3-(N-/<>^;^N-(2-t: Kn^r^X^)7 5 j)^n^^ 
^^^yj-^/s^yfy^ij^ III (ft^«l-4) 

: 94% 

IR (neat) 3308, 2955, 2596, 1671, 1497, 1466, 1382, 1280, 1242, 1211, 10 
46, 751 cm* 1 

[0 2 5 6] 

3- T ^ * [2- (3- (N- ( */ # n /\ 3f 1/ Jl * * M -N- (2- H K O * 1/ X^ fr) T 
5) 

: 76% 

IR (neat) 3305, 2930, 2601, 1672, 1497, 1466, 1382, 1279, 1211, 1052, 75 



[0 2 5 7] 

3-r -fe ;i/-2- [2- (3- (n- (2- n F n s/ x^ ;u) -N- (3- 7 x — ;v ^ n tf ;p) y ^ 

y)^njK^5/)-5-^ h^j/7x-^/]^i/fryy> iftttm (fls^i-6 
) 

JR§P : 56% 

IR (neat) 3306, 2952, 2588, 1672, 1497, 1466, 1280, 1243, 1211, 1048, 75 



4 cm 



1 cm 



-1 



[0 2 5 8] 
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ffiHE# 2003-3033456 



2002-097500 ^ 
3-T"fe^;i/-2-[2-(3-(N-(2-H KD 3p*/X^/l/)-N-(2-:7xX/l/:**3r5/x^/l/) 

IR (neat) 3306, 2955, 2582, 1668, 1598, 1497, 1466, 1430, 1382, 1280, 12 
11, 1049, 752 cm -1 
[0 2 5 9] 

3-7 iz 5 1 ;i/-2- [2- (3- (HS'^O^Dtr^fA'H-(2-KKn¥S/lf^)T 
8) 

: 73% 

IR (neat) 3306, 2957, 2589, 1667, 1498, 1467, 1383, 1280, 1211, 1045, 75 
4 cm - * 

[0 2 6 0] 

3-yi2^;v-2- [2-(3-(n-(2-h Kn * $/x^;i/)-N->r y zfu vjuy ^ / ) y*o 

^s/)-5-^ hdps/7aix^/]/<>y^r^/y y ttiKtk an^i-9) 

IR^ : 78% 

IR'(neat) 3307, 2955, 2835, 1668, 1497, 1466, 1383, 1280, 1211, 1055, 75 
2 cm - * 

[0 2 6 1] 

3-7 1z ^ ;i/-2- [2- (3- (N- * /b 7 ^ 7 ) ^ P >K * ^> ) -5-* h # 2/ 7 x ~M y 

i/fryy y i - 1 o) 

JR^ : 43% 

IR (neat) 3416, 2958, 2723, 1672, 1577, 1499, 1465, 1429, 1381, 1323, 12 
80, 1242, 1210, 1040, cm -1 
[0 2 6 2] 

3-7iZ^;i/-2- [2-(3-(N-(xh^e/^;i/7jfx;i/^^;V)-N-^5 1 ;PT^ J)zfw$ 

^ e/) _ 5 _^ h^tsy^-M^yv^TWy aflfttfe Offe-£* 1 - 1 1 > 

: 80% 



8 0 



tfJSEfS 2003-3033456 




2002—097500 



IR (neat) 3400, 2941, 2460, 1748, 1673, 1497, 1467, 1381, 1279, 1211, 10 
48, 752 cm" 1 

[0 2 6 3] 

3-7 -fe * ;b-2- [2-(3-(N- (7 ^ J JJ Astf-fr * ^;i/) -N-* ?JlT$J)?ntf*r 
IR* : 85% 

IR (neat) 3324, 3152, 3010, 2958, 1685 - 1680, 1498, 1466, 1382, 1324, 1 
279, 1243, 1211, 1047, 751 cm -1 
[0 2 6 4] 

3-7 ± * ;i/-2- [2- (3- (N- (N , N- & * ^ ;i/ 7 ^ J # )V tf?-^ * * M -N-* ^ ^ T 
5>0:/naK*5/)-5-* h^i/^ai— M^WV'J > IftSiSt (fls^i- 
1 3) 

JR* : 97% 

IR (neat) 2938, 1664, 1498, 1465, 1382, 1279, 1211, 1046, 751 cm -1 
[0 2 6 5] 

3- 7 -fe 5^ ;l/-2- [2- (3- (N- * b 5^7 ^ ^ ):7naJ<3r5/)-5-;* 

x— ;i/]^<> V^TWy ftBWfit 1 - 1 4 ) 

JR2f8 : 59% 

IR (RBr) 2948, 2300, 1684, 1500, 1464, 1384, 1284, 1212, 1038, 1013, 750 



[0 2 6 6] 

3-7 tf [2-(3-(K-(2-(H,N-y f ^7 $ y ) X^;i/)-N-* ^;V7 ^ 

n tf^ £/)-5-* h * ^ 7x-M K>yf7^/ y > 1 - 1 5 ) 

IR* : 59% 

IR (KBr) 2961, 2623, 1668, 1466, 1381, 1279, 1242, 1210, 1040, 750 cm" 1 
[0 2 6 7] 

3-7iz^;i/-2-[2-(3-(N,N-s;A:>^;b7^ J)zfUtf*ri/)-5-* h^r^7i- 

M *yi/*TV U > MWML (ik&m l - l 6 ) 

IR* : 91% 



cm 



8 1 



mfE# 2003-3033456 



i# 2002— 097500 



IR (neat) 2957, 2594, 1672, 1497, 1466, 1382, 1324, 1280, 1243, 1210, 10 
46, 752 cm" 1 

[0 2 6 8] 

3-y -fe^;t/-2- [2-(3-(N-^> $?;i/-N-(2-* ^;v^;f 7 K J ) rfu jK=¥ 1/ 

®.m : 43% 

IR (neat) 2952, 2455, 1672, 1497, 1466, 1381, 1280, 1211, 1044, 750 cm" 1 
[0 2 6 9] 

3-7 iz & ;i/-2- [2- (3- (n- {*<y Vfr* ^ # ;v tff— ;* ;i/) -n-* ^ ;i/ r ^ J ) 

) 

lR§P : 50% 

IR (neat) 2581, 1749, 1673, 1279, 1211, 807, 751, 699 cm' 1 
[0 2 7 0] 

3-Ti2^;i/-2-[2-(3-(N-E Fa 3f*/-N->f V zfU \£frT 5 J )7U tf*rZ/)-5-* 
XK^ : 67% 

IR (KBr) 3187, 2864, 1681, 1574, 1500, 1465, 1379, 1217 cm" 1 
[0 2 7 1] 

mmmz 

■ 3-7t f jb-2- [2-(2-(I-(i b >> A^iK-^^ f f ^7 ^ ) x h ^ 

$/)-5-;* h*J/7i-M^>l/WJ> *•* (^^2-1) 
[flSl 1 2] 




8 2 



ffiSE^ 2 0 0 3 -3 



,#2002-097 5 00 



[0 2 7 2] 

x-^^yfTVU^ (500mg) fribUmt&®m61mg (44%) #e>*lfco 
[0 2 7 3] 

IR (neat) 2577, 1748, 1673, 1282, 1211, 1106, 809, 752 cm" 1 
[0 2 7 4] 

mmms 

3-TiZ^;i/-6-?nn-2-[2-(3-(N-(2-* h^>>x^;i/)-N-n-^ntf;i/y^ «/) 
^□/K=3pt/)-5-^ h^i/7x-;v]^^^f7yj> Gfbitr^f 3 - l ) 

Ut 1 1 3 ] 



[0 2 7 5] 

3- r ir ;i/-6- ? n n -2- [2- (3- * n n 7 n jff ^ ^ ) -5- * h * */ 7 ai — n>] k y y 

^T N -/U y. (451mg, 1.09mmol) , N-(2-* h *f ^X^;i/)-n-^a tf JV7 $ > (25 
9mg, 2.18mmol) <Df®7kP tf-frftfr&T $ K»«tKl, Slt^i*U7^ (229 
mg, 1.64mmol) „ 3 tf-ffc:*- h U A (493mg, 3.27mmol) £#tl;tfc„ &/&?£$:60 
~70^T*3.5^TO#bfe^ ^MfC^bfeo * (50ml) ^Jiliiixf^ (7 

omi) t'iffibfe. ^aM&*^2ia > iifo^m^M-e^b> hv 
*nvh (^ifrJS : Bl*^>n/) T*mi?bfeo #e>tis^^Jc^nnjJ>;vA ( 

2ml) fcfln*., >Jc^T"e^b^^e>4N-^b7K^^^^;V^ (5ml) 
ft-£ta*349mg (60%) #(d*i£: 0 




8 3 



ffiIE# 2 0 0 3 -3 0 



#2002-097500 
[0 2 7 6] 

IR (KBr) 2937, 2460, 1684, 1501, 1464, 1378, 1215, 1041, 811 cm" 1 
[0 2 7 7] 

3-.T-fe^;i/-6-^ nn-2- [2-(3-(n-(2-h Fn =3rt/x^;i/)-N— f yyn tr;ur^ 

J)zfUtf*i/)-5-* b^ri/y^-MsO^T-TW > (^#3-2 
) 

JR^ : 66% 

IR (KBr) 3288, 2605, 1684, 1420, 1380, 1217, 1056, 811, 745 cm -1 
[0 2 7 8] 

3-rtf^-6-^Dn -2- [2- (3- (N- (2- */ ? U ~f U \f. )V * ^ Jl ) -N- (2- tFn^ 

at&m 3 - 3 ) 

IR^:60% 

IR (neat) 3307, 2955, 2593, 1674, 1498, 1464, 1378, 1210, 1059, 810, 754 
cm -1 

[0 2 7 9] 

3- y iz * ;i/-6- ? n n -2- [2- (3- (n- ? n ^ */ ;i/-N- (2- m F n ^ x ^ ;b ) y 

4) 

Jfcsp : 48% 

IR (KBr) 3297, 2596, 1685, 1214, 1060, 1043, 811 cm" 1 
[0 2 8 0] 

3-Ti2^;i/-6-^nn-2-[2-(3-(N-a:^;V-N-(2-t: Fn *ri/3L?*;i)y $ J)zf 

n/K3f$/)-5-* b*tsy*~M'<>V ; ?T)/vy ttt-£r#f3-5) 

J&J$S : 48% 

IR (KBr) 3306, 2648, 1684, 1217, 1094, 1040, 811 cm" 1 
[0 2 8 1] 

3-y-fe^;b-6-? n n-2- [2-(3-(N-(i-x^;i/y n tr;i/)-N-(2-t Fa £/x^ 
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ffi§E# 2003-3033456 



2002-097500 



j&m : 30% 

IR (KBr) 3288, 2971, 1683, 1497, 1464, 1378, 1282, 1212, 1061, 810 cm" 1 
[0 2 8 2] 

3-y-fe^;i/-6-# n a -2- [2-(3-(n-(3-h kd * i/^n tf ;i/)-N— f v7a fcT;i/7 

7) 

JR^ : 48% 

IR (KBr) 3388, 1684, 1216, 1056, 811 cm" 1 
[0 2 8 3] 

3-rtf;i/-6-^an-2-[2-(3-(N-(2-t Kn^^-2-^^^^n tf;i/)-N->r v 

3 - 8 ) 
Jfc^ : 63% 

IR (neat) 3305, 2973, 2834, 1674, 1497, 1464, 1378, 1281, 1210, 1057, 81 
0, 754 cm" 1 

[0 2 8 4] 

3-7tf;H-^nn-2-[2-(3-(H-(2-t \?u*r*/x.*)i)T$ J)-3xH$*r*/)- 
5-* V^tsv^—M K>^f7 v /'J > abi§r%3-9) 

J&§£ : 46% 

IR (KBr) 3368, 2952, 2831, 1684, 1500, 1464, 1378, 1217, 1042, 814 cm -1 
[0 2 8 5] 

3-Ti25 1 ;i/-6-^nD-2-[2-(3-(N-(2-tl b*B * Z/^^-^U lf;i/T ^ ^ ) 
^n^^i/)-5-^ h^i/7air.;i/]/<>y^T^U>' iftiftfft (ft-£r^3 -.1 0 

) 

i&m : 78% 

IR(neat) 3312, 2963, 2619, 1672, 1497, 1463, 1377, 1210, 1045, 810, 751 
cm" 1 



8 5 
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2002-097500 



[0 2 8 6] 

3-7 -fe 9 ;i-6-v n n -2- [2- (3- (n- (2- n F a 3f ;v) -N- (2-* 9 ;i/ ^ n if ;i/ 

3-11) 
JK^ : 61% 

IR (KBr) 3308, 2600, 1684, 1213, 1094, 1057, 811 cm" 1 
[0 2 8 7] 

3-7 iZ 9 JV-6- [2- (3- ( (2S) -2- fcl F n =*r ^> ^ 9 T V 9 > -1— f >>V) ^ 

n jk^t s/)-5-^ h^r^7i Ky-j?-T s J v y mmm. ut&w 3-12) 

Jfc^ : 60% 

IR (KBr) 3346, 2600 - 2500, 1684, 1215, 1041, 811 cm -1 
[0 2 8 8] 

3-7 -fe 9 ;i/-6- ^ nn-2- [2- (3- ( (2s) -2-* h ^ >> * ^ ;v 7 v~ =y y -i-> f ;p) ^ a 
3ff:¥S/)-5-* FdpS/7oin;v]^>^7^U> (M3-13) 
mm : 64% 

IR (KBr) 3424, 2600-2400, 1676, 1210, 1094, 1044, 810 cm -1 
[0 2 8 9] 

3-7-fe^;b-6-^nn-2-[2-(3-(i-((3S)-n Fn=ap $/)if n u ^n;b)^n3K^r 
S/)-5-^ h^i/y^-MKyVl-TVVy mm. abi§?^3-i4) 

Um : 92% 

IR (neat) 3306, 2956, 2594, 1673, 1498, 1463, 1378, 1211, 1044, 810, 755 

-1 
cm 

[0 2 9 0] 

3-7i2^;i/-6-# nn-2-[2-(3-((2S)-* b*i/3jfrtf— jvrv'^y-i-j fr)-? 

Utf*c*/)-5-* h*ri/y*-M ^yJ^-Tl/V y WlMM. (ttl»3-15) 
Jfca(S : 82% 

IR (KBr) 2545, 1747, 1678, 1236, 1210, 1044, 810 cm -1 
[0 2 9 1] 

3-7i2^;b-2-[2-(3-(N-^;i/-N-(2-t: FQ 3f S^^) 7^ J )zfU#**/)- 
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ffigE4# 2003-3033456 



2002-097500 ^ 

5-* hdp>>^ai-;i/]-6-^Dn/OV^T^U y mmM Uk-sms-i 6) 

JR^ : 9555 

IR (neat) 3306, 2960, 2604, 1673, 1498, 1464, 1378, 1210, 1058, 810, 755 
cm -1 

[0 2 9 2] 

3-7 iz ^ ;v-6- * n n-2- [2- (3- (n- ? n ^ :/ ;v-n- (2- 1: F n * f x^- ;v ) 7 
5 y)^njJ<^t/)-5-^ h^r>>^3i-;i/]^>t/^7^U> Sit Mfc*4&3- 
1 7) 

jRsp : 49% 

IR (neat) 3306, 2957, 2594, 1675, 1497, 1464, 1377, 1282, 1210, 1046, 81 
0, 754 cm -1 

[0 2 9 3] 

3-7tf;i/-6-^nn -2- [2- (3- (2- t: Ka3f^-i-(fc. KD^S/^^;v)x^;v7 
^;)^n^i/)-5-^h^i/7x-^^i/f7 > ; , ;> tit 3 - 

1 8) 

: 72% 

IR (KBr) 3315, 2950, 1680, 1500, 1464, 1377, 1211, 1043, 809 cm" 1 
[0 2 9 4] 

3-7-fe^;i/-6-^ n n-2- [2-(3-(N-*/# a tr;b-N-(2-t Kn^>>xf;v)7 

* y)^njK^rS/)-5-^ h**/:7x— 7 V^U > MS 0ffc-&*3- 
19) 

: 87% 

IR (neat) 3326, 2956, 2579, 2485, 1674, 1498, 1464, 1378, 1211, 1042, 81 
0, 755 cm" 1 

[0 2 9 5] 

3-7tf O D-2-[2-(3-(l,l-J?^f /V-2-t Kn *i/3i*)VT$ J ) & 

n^i/)-5-^ h^ri/7i-M/<>!/f 7l/'J> (ft^«3-2 0) 

iR^ : 82% 

IR (KBr) 3210, 2958, 2865, 1679, 1501, 1463, 1378, 1298, 1211, 1049, 808 
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2002—097500 



cm 



[0 2 9 6] 

3-T ± 9- U U -2- [2- (3- (N- (2-bl KD^pJ/lf^ -N- (3-* 

ts ;) 7 utf h#j/7i-;H^>i/fryv v %eft% Ofls^fts 

-.2 1) 
]R§ps : 80% 

IR (neat) 3304, 2958, 2596, 1676, 1498, 1464, 1378, 1281, 1210, 1094, 81 
0, 754 cm" 1 

[0 2 9 7] 

3-T-fe^;w6-? n n-2- [2- (3- ((is) -2- n Kn 3f v ^"n tr;i/x^;vr 

2 2) 

JK§£§ : 72% 

IR (neat) 3334, 2458, 1673, 1211, 1058, 1045, 810 cm" 1 
[0 2 9 8] 

3-T "fe 9 A/-6-9 n n -2- [2- (3- (N-X^ ;i/-N--f V ^ O tf ;v T ^ ^ ) ^ n ?if 3f ) 

-5-* h^i/73ix;i/]^>y^T^u> mmm. at&ms-zs) 

W.m : 88% 

IR (KBr) 2943, 2643, 1673, 1573, 1498, 1464, 1378 cm" 1 
[0 2 9 9] 

3-T *fe 9 Jl-6-9 n D -2- [2- (3- (N-fc: Fn3=- S/-N-> f V^D J)7ut$ 
*ci/)-5-* hafi/7i-M / <>!/f7i/iJ > Offr&ttS - 2 4) 
ft* : 79% 

IR (KBr) 3418, 2943, 2643, 1673, 1573, 1498, 1464, 1378 cm" 1 
[0 3 0 0] 

3-7tf^-6-^nn-2-[2-(3-(N-f V^"n tf;V-N-(2-^ h3r£/X^;i/)T^ 7 
)^nJif^5/)-5-^ h*f7i^]^l/f7^y > 0ffr&*3-2 5 

) 

JR* : 81% 



8 8 
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2 002—097500 



IR (neat) 2466, 1673, 1210, 1116, 1045, 810 cm" 1 
[0 3 0 1] 

3-T-fe^;i/-2-[2-(3-(N-^>^Vl'-N— f yy*ntf;i/7^ J)?Xli$3r h 
>> 7 x -6-^ 0 > 7 V > *M& (^t3-2 6) 
W$ ' 89% 

IR (neat) 2942, 2498, 1674, 1497, 1464, 1377, 1210, 1045, 810, 752 cm -1 
[0 3 0 2] 

3-r iz ^ JV-6- zuu-2- [2- (3- (N- $/ ^ n /\ 3p ^ ;i/-N— f y y n if ;i/ 7 ^ y) y 
n jff* >»-5-^ h^i/7x ^>i/f7 i/ u y (fts<&<» 3-27) 

XRJfS : 5756 

IR (neat) 2939, 2487, 1674, 1497, 1464, 1377, 1210, 1052, 810, 752 cm" 1 
[0 3 0 3] 

3-yfe^;i/-6-?nn-2-[2-(3-(N— f yyntf;i/7^ ;)^n jJfdp*/)-5-;* 

J/7i~M^^7l/y > (M3-2 8) 

JR* : 71% 

IR (KBr) 2964, 2776, 2450, 1680, 1499, 1462, 1377, 1211, 1054, 811 cm" 1 
[0 3 0 4] 

3-7tf ;H-7 D D-2- [2-(3-(N->f V T^f ;i/-N-(2-^ h i/xf^)7 ^ /) 

yn3K*$/)-5-* hdps/yai-^]/<yy^ryy y (M3-2 9 

) 

JRsp : 79% 

IR (neat) 2592, 1674, 1210, 1117,. 1043, 810 cm" 1 
[0 3 0 5] 

3-7 iZ ^ ;b-6- VUU-2- [2- (3- (N-rc^- ;i/-N- (2- * b 3f i/Xf;i/) 7 ^ J ) 7"n 
jK*S/)-5-* h^>yx~;i/]/^yy^yyuy &mt& GfblM& 3 - 3 0 ) 
J&^B : 81% 

IR (neat) 2600 - 2400, 1674, 1210, 1114, 1046, 810 cm" 1 
[0 3 0 6] 

3- r "fe ^ /i>-2- [2- (3- (N- (2-/^ y *; ;i/ # ^ sy 3: ju ) -N--f y y n tf ;v 7 ^ J ) y 



£tt5E# 2003-3033456 




2002-097500 



-3 1) 
JR^ : 73% 

IR (neat) 2500 - 2400, 1674, 1210, 1106, 1046, 810, 751, 700 cm -1 
[0 3 0 7] 

3-r iz ;i/-6-^ n n -2- [2- (3- (n- (3- */ 9 n ^ =¥■ y n tf^/)-N-> f y y a b? 
;i/T^ y)^njj<=3ri/)-5-^ b^f>>7i-MK>^ri/u y tttttt (fti=r% 

3-32) 
JR§P : 61% 

IR (KBr) 2922, 2608, 1676, 1498, 1464, 1378, 1210 cm" 1 
[0 3 0 8] 

3-rtf;H-^nn -2- [2- (3- (n- (2-x h =¥ is x ^ jv ) -N->f y^nt:^7$; 

)^n^3r$/)-5-^ h^e/7ai-;i/]^>y^Tyu> &m&.(ft-£%3-3 3 
) 

IR (neat) 2600-2400(b) , 1675, 1210, 1108, 1046, 810 cm" 1 
[0 3 0 9] 

3-7 tf;H-^DD -2- [2- (3- (N- ( ? D y U hf )\> * )V) -N- (2- * h 3f ^ a: 

^;i/)7^y)^n3jf^>»-5-^ h^e/7 3in;i/]/<>y^7yu> (ft 

^©3-34) 
XR5p3 : 73% 

IR (neat) 2936, 2588, 1676, 1499, 1464, 1377, 1210, 1040, 810 cm" 1 
[0 3 10] 

3-7 iZ 5^-2- [2-(3-(N,N-fc? X (2-X h ^ S/X^;i/) 7 ^ J tf?^ *»-5-;* 
b^r5/7ai~;H-6-^Dn^>y^7yU>' %Efc% (M»3-3 5) 
: 99% 

IR (neat) 2973, 2878, 2459, 1674, 1498, 1464, 1378, 1210, 1118, 1047, 81 
0, 754 cm" 1 

[0311] 

3-7 -fe^;i/-6-? n a -2- [2- (3- (n--< y y a i^;i/-N-(2-* h df */ 7 1 * ^ 



9 0 



ffiH4# 2003-3033456 



tffcjt 2002-097500 

«!3-36) 
JfcHfS : 45% 

IR (neat) 2941, 2506, 1675, 1605, 1590, 1498, 1464, 1378, 1282, 1050, 75 
4 cm" 1 

[0312] 

3-7tfWna-2-[2-(3-(H y^ntr^/-N-(2-tru >:?;i/*^;i/)y ^ ;) 

) 

i&m : 64% 

IR (neat) 2961, 2457, 2062, 1674, 1618, 1497, 1464, 1379, 1282, 1212, 10 
56, 754 cm" 1 

[0 3 13] 

3-y iz ^ ;w6- # n n -2- [2- (3- (n- (2-7 ^-jv** jv) -n— r y :/ n tf;i/ r ^ J 

) ^"n 3}f ^ ^)-5-^ h i/ 7 x ^ r > (M3-3 8 

) 

i&m : 67% 

IR (neat) 2943, 2495, 1675, 1574, 1498, 1464, 1378, 1211, 810, 751 cm" 1 
[0 3 14] 

3-Ti2^;i/-6-? DD-2- [2-(3-(N— f V7°U tT ;i/-N-(l,3-^T 1/-/1/-2-- f 

^;u)T^ yOy*a/K^»-5-* h^i/7i-;i/] *y\r?-7W > MLWML (it 

•£4&3-3 9) 
t&m : 38% 

IR (neat) 2941, 2496, 1668, 1574, 1498, 1465, 1378, 1282, 1210, 1054, 80 
9 cm" 1 

[0 3 1 5] 

SUM* 4 

3-T -fe ^ /1/-2- [2- (3- (N- tl Kn^r^-N-^y^ntiVi/T^ y )^njj<^>»-5-^ 
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[ft 1 1 4 ] 




[0 3 16] 

mmms nmmzhx. 8-TtfM-[2-(3-^nnyBJK*j/)-5-^ 

x — ;v] -5- bU7 ;i/;f n * ^ ;v V f- Ti/vy (400mg) ^ e> ^ft;ft-£3W23i 

mg (53%) #e>*lfco 
[0 3 17] 

IR (KBr) 3200, 2972, 1675, 1596, 1501 cm -1 
[0 3 18] 

mux. 

3-7 -fe ^ ;i/-2- [2- (3- (n- (2-n F n * $/ -n-w v ^ n t? ;v 7 ^ J ) ^ n 

^*/)-5-* h^i/7x-M-5-hy7Mn^fMWf7!/'J> J&^& ( 

ik&m 4 - 2 ) 

JR^ : 50% 

IR (KBr) 3338, 2970, 2632, 1680, 1595, 1499, 1430, 1323 cm" 1 
[0 3 19] 

mmm 5 

3-7 ± ;i/-5- * n n -2- [2- (3- (n- \l K n $/-H->f v^nt^i/T^^O^njK 
^ .»-5-^ b ^ if v x-;n Ky\r*?r y* u > (ft^ 5 - 1 ) 



ffiIE4#2 003-3033456 



200 2—097500 



[ft 1 1 5 ] 




, HCI 
k 0H 



[0 3 2 0] 

tmUKVX. 3-T-fe^^-5-^nn-2-[2-(3-^nnyn3K^r2/)-5- 

;* b * >> 7 x K> y ^ T V y y (551mg) ^llftft-£%#376mg (58%) # 
[0 3 2 1] 

IR (neat) 2944, 2834, 1680, 1497, 1463, 1408, 1379, 1282, 1211, 754 cm" 1 
[0 3 2 2] 

3-rtf^-5-^nn-2-(2-(3-(»-> r vzfn tr;i/-N-(2-* h=3p */x^;b)y ^ > 
) y n jK=Jt >»-5-^ h ^ 7 1 - ;H 7 > (ft-£#5-2) 

iK^ : 87% 

IR (neat) 2937, 2619, 2494, 1682, 1497, 1463, 1408, 1380, 1323, 1282, 12 
40, 1106, 1043, 754 cm -1 
[0 3 2 3] 

3- T 12 ^ ;i/-5- ? D n -2- [2- (3- (N- (2- H K n i/ ^ A> ) -N-> f V ^ n tf JV T $ 
;)7°D/K^^)-5-^h^$/7x-;i/]/<>yf 7VU> (ftl»5-3 

) 

: 92% 

IR (neat) 3304, 2953, 2624, 1678, 1498, 1463, 1380, 1282, 1211, 1055, 75 
4 cm -1 

[0 3 2 4] 

3-7tf ^5-^ n n-2-[2-(3-(H-(2-t Fn 3f S/x^iO-N-^n if ;i/T ^ «/) 

9 3 mSE^F 2003-3033456 



Q 



[#2002 — 097500 



&m : 65% 

IR (KBr) 3347, 2965, 2624, 1680, 1499, 1464, 1379, 1283, 1211, 1053, 807 



[0 3 2 5] 

3-y -fe ^ ;p-6- [2- (2- (N-t Kn^f */-N->f v ^ n t?;i/ y ^ / ) x h 3f 
*/)-5-* h^fi/7x- ;i/]^>v^yi/U> (ik&m 6 - 1 ) 
[ft 1 1 6 ] 



[0 3 2 6] 

HJ&M3 ^isPBIicbT. 3-r-fe^-;i/-6-^nn-2-[2-(2-^n ; Exh=3p^)-5-^ 

h J/ y x. n;b] ^ > t/^ T V U > (400mg) e> fcllr W234mg (59%) # £ 
[0 3 2 7] 

IR (KBr) 3233, 2971, 1679, 1592, 1574, 1495, 1463, 1378, 1210, 1052, 810 
, 756 cm -1 

[0 3 2 8] 

3-y iz ;i/-6- # n n -2- [2- (2- (n- -n-> f v ^ n n° ;v y ^ 
;)xh^r>»-5-^ bif^7i-;H^>!/f7^'J> (-fb^6-2) 
JftafS : 76% 

IR (neat) 3306, 2951, 2614, 1676 cm" 1 
[0 3 2 9] 

3-y iz ^ ;v-6-* n n -2- [2- (2- ( (is) -2-bi Fn3f f v ^ n tf ;vxf ;p y 



cm 




CI 



9 4 
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,#2 0 0 2 — 0 9 7.5 0 0 



) 

JRafS : 75% 

IR (neat) 3322, 2800-2600, 1674, 1210, 1095, 810 cm" 1 



mmmi 

3-7tf^-6-^nn-2-[2-(3-(H-t Fa* s/-N->f vzfu^^r^ 

[ft! 1 7] 



tH^ici/T> 3-Ttf;H-^nn -2- [2- (3-/^ ^h;i/x>;*;i/*n 

^-l-^^^^ajK^S/)-5-^ h*J/7i-JI/]^l/f7l/'J > (1.70g) frh 
*aMfc-&«f#397mg (28%) #e>*lfco 
[0 3 3 2] 

IR (KBr) 3280, 2975, 2935, 2835, 1679, 1573, 1494, 1465, 1377, 1210, 810 
, 756 cm -1 

[0 3 3 3] 

3-r iz * ;i/-6- [2- (3- (N- (2-fc K n * i/ x^;b) -N— f V ^ n tr;b r ^ 
-dr%7-2) 

JR^ : 40% 

IR (neat) 3317, 2975, 2630, 1677, 1574, 1495, 1465, 1377, 1209, 1040, 81 



[0 3 3 0] 




[0 3 3 1] 



9 5 
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0 cm x 

[0 3 3 4] 

mmms 

3-T-fe^/l/-2-[2-(3-(N-(2-^ h 3f 5/x^/l/)-H--f V \*JV7 ^ vO^n^^f 
*/)-5-* h^J/7x-M/0^f7yy> ttflfcft (ft-^8-1) 
[ftl 1 8] 




[0 3 3 5] 

HJ£#I3 iH^m(cbT> 3-r-fe^;i^-2-[2-(3-^an^a7K=3ft/)-5-^ h*^? 

^-MsOV^T^Vy (500mg) ^6>®^b^^^474mg (81%) #£>;ft£: 0 
[0 3 3 6] 

IR (neat) 2934, 2834, 2454, 1674, 1577, 1498, 1466, 1380, 1279, 1210, 11 
16, 1044, 751 cm" 1 
[0 3 3 7] 

3-7 iz ^ ;i/-2- [2- (3- (n- (2-m h 3f J/xf;i/) -N — f y n tf ;i/ y ^ y ) 7 n /K=af 

lR§£ : 76% 

IR (neat) 2968, 2871, 2479, 1674, 1592, 1577, 1497, 1466 1322 cm" 1 
[0 3 3 8] 

(+)-3-7tf;i/-6^nn-2-[2-(3-(fi-(2-^ h^S/x^;t>)-N->f y^nif;vT 

1) 



2003-3033456 



2 0 0 2 — 0 9 7 5 0 0 



Mb 1 1 9 ] 



CI 




HCI 



[0 3 3 9] 

-5-^ K^i'7x-^]^i/fr^ , J> (i.50g) ■frbMftih&ysifii.ttg (80% 

) mbfttc* 

[0 3 4 0] 

IR (KBr) 2938, 2835, 2607, 2495, 1677, 1499, 1465 cm" 1 
[0 3 4 1] 

(+) -3- r -fe ^ -6- ^ n n -2- [2- (3- (N- (2- ti Kn=3p^x^;i/)-N— r vfn bf;i/ 

-2) 

iK^ : 78% 

IR (neat) 3307, 2939, 2609, 1687, 1497, 1465, 1376, 1211, 1061, 810 cm" 1 
[0 3 4 2] 

(+)-3-TiZ^;i/-6-* U n-2- [2-(3-(N-(2-:n h=3f $/:n^;i/)-N->f V -fU 

* y)^n3K^i/)-5-^ b^i/7i-M^>yfryy > jams ab^r%9- 

3) 

Jfcsp : 49% ' 

IR (neat) 2973, 2940, 2881, 2602, 2479, 1675, 1592, 1574, 1498, 1464 cm" 



[0 3 4 3] 

(+)-3-T i2^-;i/-6-^ U n-2- [2-(3-(N— ( V 7U bf x >-2— f 



2003-3033456 



■(Q^ 2002-097500. ^ 



^)^n3j<^ri/)-5-^ h^e/7i-;i/]^>i/fryu> fits ttt 

^9-4) 
iR^ : 14% 

IR (neat) 2937, 2478, 1675, 1499, 1464, 1377, 1238, 1043, 809, 711 cm" 1 
[0 3 4 4] 

(+) -3-Ti25f- )l-6- VUU-2- [2- (3- (N- ( 7 ^ y -2— f ft * * ft ) -N-> f V -? U \± 

ft7% J )zfutf*r*/)-5-* h^i/7x-;i^] ^>yfr % yy > (fls-S-tt 

9-5) 
JR*P : 62% 

IR (neat) 2970, 2471, 1677, 1499, 1465, 1347, 1210, 1043, 809, 747 cm" 1 
[0 3 4 5] 

( +) _ 3 _ T .£ 3^-6- ^ n n -2- [2- (3- ( (2s) -2- 1: f n ^ >> ^ ;i/ r y ^ > - W 
;i/)^n3K^^)-5-^ h^e/7^n;i/]^>y^r^U> (<fbiH&>9-6 

) 

: 36% 

IR (neat) 3331, 2951, 2619, 1674, 1465, 1348, 1239, 1043, 810 cm" 1 
[0 3 4 6] 

(+)-3-T -fe^-2- [2-(3-((2S)-2-T ^ J ^ftiS-ftT^? y-i-4 ft)zfui$ 
^ ^)- 5 -^ ^ ^ is y x n;!/] -6-# na^Vl/fT^'J > (ttlir^ 9-7 

) 

]R§p : 60% 

IR (neat) 3376, 2958, 1681, 1577, 1465, 1378, 1211, 1044, 810 cm" 1 
[0 3 4 7] 

(+) _ 3 _ y ^ ^ ;l/ _ 6 _ ^ n □ -2- [2- (3- ( (2S) -2- ;* h 3? # /b >tf -ft T "J ^ > -1- 
8) 

iRsp : 71% 

IR (neat) 2955, 2855, 2554, 1747, 1679, 1574, 1465, 1348, 1210, 1045, 81 
0 cm" 1 

9 8 ffiH# 2003-3033456 




2002—097500 



[0 3 4 8] 

(+ ) _ 3 -7 iz ^ ;i/-6- ? n n -2- [2- (3- ( (2S) -2-* h * */ * ^ ;i/ r y* 9 y - W ;i0 
yn tK^ ^)-5-^ -;H /< y y^T y U > 9 - 9 ) 

J&sjg : 70% 

IR (neat) 2940, 2836, 2610, 1676, 1574, 1465, 1348, 1238, 1041, 810 cm" 1 
[0 3 4 9] 

( + )_3_ T ^^;i / _ 6 _^ n n-2- [2-(3-(N-x^;i/-N->f y yn i^;i/T ^ J )7u tK 

^i/)-5-* h^J/7x-M^^f7yj> (flS-^«9- 1 0) 

jRsfS : 19% 

IR (KBr) 2962, 2640, 2492, 1677, 1500, 1465, 1377, 1210, 1045, 810 cm" 1 
[0 3 5 0] 

(+) _ 3 _ T ^ ^ >; n n -2- [2- (3- (N , n- v <4 y y n tr ;u T ^ ; ) -? n # =*f s/ ) - 

5-^h^i/7x^]^>!/fT!/'J> lit (M®9-11) 
JR* : 10% 

IR (KBr) 2964, 2653, 1679, 1499, 1465, 1377, 1210, 1047,. 810 cm" 1 
[0 3 5 1] 

(+) _ 3 _ T ^ ^ ji-q- zuu-2- [2- (3- (H->f y y n tr;i/-N-^ ^^y^^oya/K 

: 74% 

IR (neat) 2965, 1681, 1498, 1465, 1376, 1211, 1047, 810 cm" 1 
[0 3 5 2] 

(+) ;i/-6- ^DD -2- [2- (3- ( (2S) -2- 

• 9-18) 1 
JR^§ : 67% 

IR (KBr) 2954, 1656, 1574, 1464, 1379, 1159, 1042, 809 cm" 1 
[0 3 5 3] 

(+)-3-Ti2^;i/-6-? n n-2-[2-(3-(N-(2-H KU ^ i/-2-* *)\s?U fcf;i/)-N- 

>f y^a tr;i^T^ ^)^D/K^i/)-5-^ hapi/7i-M^Wi/y> 



9 9 



2003-3033456 



•' i V^^# : -2 0 02-097500 ^ 

IR (KBr) 3331, 2957, 2639, 1676, 1499, 1465, 1379, 1210, 1056, 810 cm -1 
[0 3 5 4] 

(+)-3-7tf^-6-^nO-2-E2-(3-(N-t: Ka 3f*/-N-> f VZf Xl If ;VT^ ^ )"f 
djK*$/)-5-* h^j/7xn;i/]/Oi/^T!/U> (ft^*8-i 5) 

&m : 16% 

IR (KBr) 3347, 2942, 1678, 1499, 1465, 1378, 1210, 1044, 810 cm" 1 
[0 3 5 5] 

( + )_3_ T - fe ^ ;l ,_ 6 _^nn-2-[2-(3-(N-(2-ii Kn^fi/xf;i/)-N-^f^r^ J 

)^D3if^i/)-5-^ h^J/7i^]^^ri/'JV (^#9-1 6 

) 

: 51% 

IR (KBr) 3319, 2957, 2633, 1676, 1500, 1465, 1377, 1210, 1050, 810 cm" 1 
[0 3 5 6] 

mmm 1 o 

(-)-3-y-fe^;i,-6-# n n-2- [2-(3-(N-(2-* h=3f S/X^;i/)-N->f V^D fcT^/T 

-1) 

[Ibl2 0] 




[0 3 5 7] 

mmms tHSHctt, (-)-3-yiz^;i/-6-*ap-2-[2-(3-?aa^ntf?3fS/) 

-5-* h * 2/ 7 x -M T V U > (1 • 09g) & TOflSllr W790mg (56% 



10 0 



miE# 2003-3033456 



2002—097500 



) #e>*ifc„ 

[0 3 5 8] 

IR (neat) 2939, 2487, 1675, 1498, 1464, 1210, 1116, 1042, 810 cm" 1 
[0 3 5 9] 

(_) -3-7 ^ =f- n n -2- [2- (3- (n- (2- n K n * 2/ x^-;i/)-N— r v ^ n .^;iy 

0-2) 
JR* : 60% 

IR (KBr) 3294, 2936, 2591, 1688, 1497, 1465, 1374, 1283, 1211, 1061, 810 
cm" 1 

[0 3 6 0] 

(-)-3-7iz^;i/-6-? nn-2- [2-(3-(N-(2-x h 3f S/x^^/)-M->f V tf;i/T 

^ y)^n3K^2/)-5-^ h^>>^3ir.^]/<>i/^r^u> mmm. at&mi o 

-3) 
JR.* : 61% 

IR (neat) 2973, 2936, 2881, 2617, 2486, 1717, 1676, 1592, 1573, 1498, 14 
64 cm" 1 

[0 3 6 1] 

mmm 1 1 

(+) ;v-2- [2- (3- (N- (2-x h %/ ;i/) -N->f v^n^i/y^^n 

3K=*>»-5-;* i^^x— /l/]'<>V^y!/y > Offc^*l 1-1) 

[ft 1 2 1 ] . 
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[0 3 6 2] 

mmms nmmcvx. (+)-3-r^/i>-2-[2-(3-*na:7n#*s/)-5-* 

J/7i-^/]'<> v ;f7yU> (966mg) #e>*»'ffc'kft#677iig (52%) 



[0 3 6 3] 

IR (neat) 2968, 2611, 1967, 1675, 1592, 1577, 1497, 1466, 1380, 1278, 12 
10, 1160, 1107, 1046, 750 cm" 1 
[0 3 6 4] 

Ignite 

(+)-3-yiz^/i/-2-[2-(3-(N— f v^ntf;v-N-(2-^ b*ts^K)T$ J)zfn 

rf<**/)-5-;* hdfS/7x-;i/]^>^T^/U> 1 1-2) 

IR^ : 95% 

IR (neat) 2968, 2611, 1967, 1675, 1592, 1577, 1497, 1466, 1380, 1211, 11 
17, 1046, 751 cm" 1 
[0 3 6 5] 

( + )_3_ T ^^ ;I/ _2-[2-(3-(N-(2-kl |?n^$/xf ^-N->f V 7u vn>T$ J)7n 
tf^^s-z^^isy^-M^y^T^Vy (-ffrMfl 1-3) 

JR^ : 37% 

IR (neat) 3321, 2963, 2621, 1672, 1592, 1497, 1382, 1211, 1047, 752 cm" 1 
[0 3 6 6] 

mmm 12 

3-y-fe^;b-2-[2-(3-(N,N-^X3^Ti* 7)^n^=¥2/)-5-^ h^i/7oi~;H 

^>y^r^/u> (-ftS^ 1 2 - 1 ) 



10 2 



mfE4# 2003-3033456 



Hfcl 2 2] 




[0 3 6 7] 

3-7tf;V-2-(3-tKn^f^-5-^ h*risy ^-MsO^^T^V > (700mg, 
2.32mmol) hU7i-^7-f> (609mg, 2.32mmol) (AMTfc-x- h 9 ^ F n 7 
^> (4ml) mmz, m.WT*7WU»tfym&<< x JzfU\S;\, (470mg, 2.32mmol 

) ®g*fb7fcKn75> Cimi) 3-^^f;i/75;-i-7°n;U^ ( 

0.35ml, 2.32mmol) ©i*fh7l: Fn77> (1ml) ^m^M^MXX2B ISf^K 

:^ai^;W^^y-;i/ = 20/l) T?*M8Ufc. »&4xS&tt<»tC»Iftx^/l/ (2 
ml) *?frTT?ill#Uft^64M-*'ft**»B|X^ J n/»« (5ml) fciDX-fc 

. fi*6*ftH«T?10^W«#P«. **S:«£E«* , r*i:*»ft^«»* t W5 |, « (74% 

) #e>*tfca 

[0 3 6 8] 

IR (neat) 2944, 2581, 2468, 1672, 1498, 1466, 1382, 1279, 1244, 1210, 10 
44, 752 cm" 1 

[0 3 6 9] 

3-T iz * ;i/-2- [2- (2- ( P * * to T ^ J ) X h 3f 5/ ) -5-* N * 7 x - /< > !/ 
^r\rvy i&MM. (fc&mi 2-2) 
IfcSfS : 62% 

IR (KBr) 2967, 2370, 1676, 1496, 1464, 1382, 1351, 1283, 1210, 1030, 754 
cm -1 

[0 3 7 0] 

mmm 1 3 
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*y i/f7V y > 13-1) 
[flu 2 3] 

CI 

[0 3 7 1] 

Hlfe«7i:H«iK:bT, 3-r-fe^;i/-5-^nn-2-(3-ti Ko3f£/-5-* h*S/7 

x.—M'tyi/'f'TWy (600mg) 6>*Wtf;^»#407«g (50%) #£>*lfc„ 

[0372] 

IE (KBr) 2961, 2572, 2510, 2449, 1683, 1496, 1464, 1376, 1315, 1211, 104 
2, 842 cm" 1 

[0 3 7 3] 

3-7&?fr-6->7 a n-2- [2-(3-(N-x h * i/$})vtf~)\/* ^;b-N->r y 7u idjv 

4-1) 
[ft 1 2 4 ] 




[0 3 7 4] 

3-7 iz ^ ;v-6- * n n -2- [2- (3- (N->f y 7a t?;i/ y ^ 7 ) n ^ 2/ ) -5-* h * 

104 ffiE#20O3-3O3 34 5 6 



HCI 



2002—097 500 




S/y^-M^y^T'JV y (MMM3'£mM<Z>it'&m) (474mg, 1.08mmol) 
©j»**;^f^*Mr5 KS«fc, mtT*9miJV*& (299mg, 2.16mmol) 
, ^n€»xf;i/ (0.13ml, l.lSnol) *nxt=. 0 £j£*l&SfiT*i.5B?|fll8l 
Wht^ * (30ml) Z.MXVttfr^-'rfr (50ml) T'iSJlfe. ^iUSfc* 

/\^WSf^x^/t/=i/i) «bfc #&*i*$iMKfcK:**y--/i/ C2mi) 
^TT'M^b^^^lO^-S'fb^^^y-;!/^ (5ml) 

) 

[0 3 7 5] 

IR (neat) 3406, 2942, 2458, 1747, 1674, 1498, 1464, 1378, 1210, 1042, 81 
0, 753 cm" 1 

[0 3 7 6] 

mmm 1 5 

2 _ [ 2 - (3- (N- (2-T i2 h ^ X ^ ;i/) -N->f V "f U fcf ;b 7 ^ J ) ^ D 3K 3f $/ ) -5-* 

-1) 
[<ffcl 2 5] 




[0 3 7 7] 

3-7i2^-6-# Q H-2- [2-(3-(N-(2-fc KD^i/lf^-N-^ V M fry % 
J)?n 5*?3f t/) -5-* h * V ~7 x x;V] Ky^y V y > £Mt% (300mg, 0 . 58m 
mol) ©try>^> (0.47ml, 5.80mmol) ?£?&&C, #*T^**Bi (0.26ml, 2.9 
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© 
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immol) *M7t-fc.^ gfiT'2nw#bfe 0 ^mzmmmm^m-f- h u ^ a* 

(50ml) &#IJ;t, »B&X^/l/ (50ml) X'ifUb^ ffltmx^^/M&H^^ 
* (50ml) T-Sfc^U «!*1«iftV^*S/9A-eJK*Lfe*. »»if^&*ffifi 
£b£o fc&ftfcflWfe&ieifex^/I/ (1ml) fC?£8?Lfe^ 7fc^TT*4N-^b^K 

mwm^jmm (o.5mi) &an;tk. £)£&&»Eigarrsi:> «wft^«^2 

77mg (92%) #e>tlfe = 
[0 3 7 8] 

IR (neat) 2604, 1745, 1676, 1211, 1050, 810 cm" 1 
[0 3 7 9] 

mmm 1 e 

3-t -fe ^ ;i/-6- * a n -2- [2- (3- ( (2s) -2-7 -fe h * ^> ;* ^ ;i> r V ^ >- w ;i>) :/ 
ntf^^-s-* h^i/7x-;H^yf7yj> 6-1) 
[fti 2 6] 



j*^;pyy^>-w;i/)^a3K3f */)-5-* h^^7ai->n/]^>^T % /u > (5 

OOmg) fr£^|!^1§HW556mg (95%) #6>nfeo 
[0 3 8 1] 

IR (KBr) 2594, 1745, 1676, 1210, 1045, 810 cm" 1 
[0 3 8 2] 

mmm 1 7 

2-[ 2 -(3-(N-T-fe h*2/-N->f V^ntfA/T^ ^)^naK^rS/)-5-^ h^S/^xX 

^] -3-7 ;i/-6-^ n n i/f 7 y 'J > h^x>^;i/*>iS (fl:^ 




ci 



[0 3 8 0] 

$mwi szm&KLT, a-rtf p n-2- [2-(3-((2S)-2-t Kn 
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• 



#17-1) 
[ft 1 2 7 ] 




[0 3 8 3] 

mmmi sfcRHmcur, 3-7t f ;we-^ n n-2- [2-(3-(N-ii Ka i'-N- f 
y^nif;i/T^ y )^n^^i/)-5-^ i/^m-;!/] Ky^r^JV y (300m g 

) ^&^^%^266mg (60%) #£>*l£:= 
[0 3 8 4] 

IR (KBr) 3700 - 2000, 1805, 1722, 1679, 1573, 1499, 1464 cm" 1 
[0 3 8 5] 

rnmrn 1 s 

3-7 -fe ^ ;i/-6- ^ n D -2- [2- (3- (N->f v ^ n tf;v-N-7 x — ;u # ;i/ #e 3=- */ x ^ ;i/ 

8-1) 
[•ft 1 2 8 ] 



[0 3 8 6] 

3 . 7tfWDQ - 2 - [2- (3- (N- (2- 1: F P * ^ ^ /!/) "N— f V ^ n tf )V 7 $ 
;)^0^^)-5-^b^^7x-MK>^fryU> (300mg, 0.58m 




CI 
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mol) , tf D *Jy (0.39ml, 4.70mmol) (D^it^^^y (0.5ml) *£$[{C, *R#T 

T*^b^>^>r;v (0.20ml, i.20mmoi) &fln;tfc. mur^mmmwht^ K 
i&mfcmmmm&mi-hvvj**®m (5o«d srin^^m^^;v (somi) -ea&m 

bfeo Mx^^JiS:io%^^>M7jc^ (50ml) -egfctf>U MyMM*?y*S/ 

tiif^ (imi) Kmrnisfr^ ^r-v^-mh^mmm^^w. (o.5mi 
) &inx.feo fci&mzffim^mirzh, ^ft;i»#2iimg (6255) #&nfc 0 

[0 3 8 7] 

IR (neat) 2456, 1721, 1674, 1272, 1210, 1110, 1044, 810, 754, 712 cm" 1 
[0 3 8 8] 

3-T "fe * ;i/-2- [2- (3- (N- (2-ter t-^"^;i/ A ;v /K— ^ X^;i/) -N-- f v ^ n 

tr;i/T5 y)^n*?^t/)-5-^ b^>>7i-^]-6-^nD'^yf7y'J y 

8-2) 

IR (neat) 2494, 1730, 1678, 1465, 1282, 1158, 1045, 811 cm" 1 
[0 3 8 9] 

mmm 1 9 

3-T iz 9- ;i/-6- ^ n □ -2- [2- (3- (N->f V ^ D tT;i/-N- ( * h 3f 5/ 7 "fe h * 

Mrs ;)7u#*ri/)-5-* bz-t/y^-M^y^T^vy i&Wt& (ft-£ 

#19-1) 
lit 1 2 9 ] 
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[0 3 9 0] 

;i/-6-? n n-2-[2-(3-(N-(2-n Kn^i/xf^)-N->f y^nW5 

J ) -7 Utf h ;!/]/<> y S»«t (300mg, 0.58m 

mol) <DhUX^;i/T^> (0.41ml, 2.90mmol) , f^-ffci^^V^ (1.0ml) |§?&&C 
^Jc^T^S-fb^ b^r^T-fe^;V (0.08ml, 0,87mmol) SrStJ^-feo ^M"e2B£|® 
&#bfelk'MJ£*K:# (50ml) fcfl&*JM*X^/l/ (50ml) *T?»ffib&o Bt^X 
^/l/M^MM**** (50ml) Tfifc^U MzKffifcS&V ^> AT?flfc# b fee 

^A/^^y-^ = 50/l) TfWJSbfe. #6*lfe«l**«:»*x^^ (lml) IC 
^«?bfc^. ^T"e4N-S-fb7K^^X^;i/^?S (0.2ml) %MXt=.o fcl&WL* 

[0 3 9 1] 

IR (neat) 2477, 1757, 1676, 1281,1127, 1043, 810 cm" 1 
[0 3 9 2] 

mmw2 0 

3-r -fe ^ ;i/-6- * n n -2- [2- (3- (N-w y^nt:^(N-^ h^s/^f ^^J/x 

-1) 

HK13 0] 



[0 3 9 3] 

3-r tfwoo -2- [2- (3- (n- (2- 1 K n ^ j/ x^;i/)-N->r y ^ n tr^/ r ^ 

^)^nsK^2/)-5-j* h^f 7x-;i/]^>^ryU^ (235mg, 0.46m 

mol) (Dmt^^Uy (2.0ml) »*KU MTT'N,N-i>M V fc?;i/X^;VT ^ 




CI. 
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) 

2002-09 75 0. 0 

> 



y (0.18ml, l.Olmmol) , ^nn^f^-fjl/ (0.05ml, 0.55mmol) 

tc 0 MTf3.5«?w«#?bfe«, Ki&m\zmmfmfom±vvvi*imm (5o«i 

) ftfcx** (50ml) T'Mbfc, W«x^;i/M ( 50ml ) 

f^i/'MW^A^nvh (IMttJf : *nn>fc/i/A/* 20/1) 

^ffiiTfS^ #ftffr&<ft#124mg (52%) #£>*lfco 
[0 3 9 4] 

IR (neat) 1682, 1234, 1151, 1108, 1043, 810 cm" 1 
[0 3 9 5] 

3-T -fe ^ ;i/-6- ? D D -2- [2- (3- (N->f V ^ U if ^-M- (2- (2-* h 3f 5/ x h *r S/ :* 

h^S/)x^;i/)T^ y)^njK#$/)-5-^ h*j/7xrM^y/f7i/'J > (ft 

2 0-2) 
JfcSp : 71% 

IR (neat) 1681, 1210, 1161, 1044, 810 cm" 1 
[0 3 9 6] 

[0 3 9 7] 

i) mm 

®r% 1 lOOmgtfi 

%m 6 6 . 4 m g 

YtJ^xmy^fy-fy 20mg 

XfT'J^lTn^^A 0. 6mg 

[0 3 9 8] 
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D) o '*»iB«**«J:tf»lll«l«>*fc«WOK'«* 6SfcK:J:y, 3rl© 

[0 3 9 9] 

2) iJ^iZ^M 
®rf5 1 1 5 0 m g * 

14 5mg 

[0 4 0 0] 
[04 0 1] 



V\3#&#jiMnin Zhu et a 1 . IC J; U J . Pharmaco . Exp. Ter . , 282 , 676-684 (1997) \Z 

[0 4 0 2] 

(^^^-^a^JBMWt^i^) 

N-2-fc Kn^i/XfMf^7^>-N' -2-X#>;*;i/5tN>m (HEPES, 4.77g) 
, • isXmm (2.03g) > Sfttb'J7A (5.84*) > 

i?T^ >zHffifc ' — i~ h V ^AJ^ (EDTA-2Na, 0.37g) , DL-Pf-tf * b-f b —ft 

(dtt, o.isg) is&tfyyikmTfrzf^ y (bsa, l.og) u ?j< 

[0 4 0 3] 
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s;*M/*;i/**5/ F (dmso) l^ftfc^fbT-r >^^^-^a >MM«9^ 

10%DMSO->f >dpzL/<->> a >JBai«?£S:iS§Sbfc., 
[0 4 0 4] 
(50mM h U X-S®M®TOif §§) 

hyxdiKn^^f^r^y^fvSit (triza-hgi, 66. ig) sitFb 

n(fcKn^i/^f^7^;^^> (TRIZA-Base, 9.7g) &jffi$fcKK: , t8*j» b 
fe^> £A10L£U 50mM h U (PH7.4) £iS$gb£:o 

[0 4 0 5] 

( jc ssttttK a<z>ii») 

*#T, Hh«^W>fKSiM^ (100unit/ml) £>f > ^a*- 2/ 3 > 

ffi«*JKlcT60f&K:#JKbfc. . £©K*fiMi*#TK:T##bfc. 

[0 4 0 6] 

nmt^m & 100%DMSO^{C^» U 10~^#|frm^«*« i: b r © 10" 

mthfr. #cv>r-, ^©io"%M^b^^icio%e;^^;i/x;v^^2/F--f > 

*a*-5/H>«JlMra«:il!*., 10" 5 M, 10" 6 M, 10" 7 M, 10" 8 M* felilO _9 M©^ 
[0 4 0 7] 

(r^bbii ((-)-u-50488) &?&<z>ms) 

U50488 (J.Pharmacol. Exp. Ther., 224, 7-12(1983)) ft HH£*f flBX £ bTlB V> 

fee 

[0 4 0 8] 

(-)-U-50488&100XDMSO»*K:iSj»b, lO~ 3 WS1f 2tflgm?§M£ b ^©10 
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[0 4 0 9] 

(^7;^>5' --VyM (GDP) t$%CDM«) 

GDP&SM^tC^b, 10~ 3 MGDP*£?££U ^©10" 3 MGDP^MlC-f ^=¥3.^- 
^s>M««*4iD*., 10~ 5 MGDP3l?££i§§gbfco 
[0 4 10] 

10" 3 M© [ 35 S] GTPrSKi-fJ/^aK-S/a > & tid XftW. b , 10" 9 M^M 

[0 4 1 1] 

1. if^xm^y^zL^-i/nymmmwi (soad , lomMGDP^m (50^0 

„ Ktif*>fKSiE#H*S (800 a 1) , «^b^#^fei:^[ 35 S]GTPrS (5 
[0 4 12] 

2. i*lJC50«Mhy^-aito»«* (PH7.4) &iDa.T&Ji&«:#ltU GF/B7*/1/ 
*-&JBV*T!ft9[«Kftb;iM& GF/B7W ;i/#-_h£50mMb ■JX-gi^tt (3ml 
) T*30^bfeo 

[0 4 1 3] 

3. GF/B7-f ;i/#-£Mffcbfcl£, Wfv ^'Oif-SrE^T, GF 

[0 4 14] 

4. ^-©/i-f r;vic$/>^y~;vEx-H (5mi) Srin^., •y-^^i/^lK^bfe^ 

illJtbfco ^M^ttCPM (counts per minute) T'^tbfc,, 

[0 4 15] 

K7t\±*j F&mmztt^&WLmk&mcDT^-* vmmz> io _6 mco(-)-u5o 

488© [ 35 S] GTP r SM"£ £ 100% £ b tc [ 35 S] GTP r S$gl§?% £ b Tgt b tc B & 
t>*>, &*ICJ:y [ 35 S]GTP r SM-^«:#mbfeo 
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[0 4 16] 

[ 35 s] gtp 7 sm&%= mmt&mo [ 35 s] gtp r mm***) -mm® t 35 si GTP r s 

M^(cpm)] / [|^S^^(10" 6 M(-)-U50488)© [ 35 S] GTP r S^(cpm) -mm® t 35 
S]GTPrS^(c P m)] X100 
[0 4 17] 

PA^zUMm^-mhhX, ®mti*W «fc**3-2, ft*%s-i l, 
ft^3-12, ^#13-14, f^3-3 3, ft-&*3 

-3 8, ftllrfe4-2, ft-£% 5 - 3 , ft^®7-2, ft-&*8-l, ft-£*9 
-1, ft-&<©9-2, ft-j»9-3, ftl§r$f9-4, ft^®9-5, ftlir#9- 
i o, ft^%9 ~ 1 1, ft"£«9-l 2. ft^*9-16, ft-^ttl 0-1, ft 
^10-2, it&mi 0-3, ft^l 1-1. ft^ftl 1-3. ft-&«2 0 
-ifem^*2 0-2) £io~ 9 M£bfcB#tf>[ 35 S]GTPrSf§-£ (k^WK 

(%) ^it^t. 

[0 4 18] 
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Q 



Wi] 
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[ 35 S]GTPrS^^X 


<t&® 3-2 


66.5 


ik&M 3-11 


53.7 


fc-&#j3 - 1 2 


75.6 


<fc"&!$J 3 - 1 4 


59.8 


ft£48f3 - 2 5 


67.9 


it&W3- 3 3 


75.8 


! fb-&$» 3-38 


58.4 


ik&Wi- 2 


65. 1 


it&m 5-3 


51. 2 


7-2 


62.9 


ft"&$3 8-1 


103.0 


it^m 9 - 1 


93.2 


<b£r^9 - 2 


103.9 


{b£r#> 9-3 


117.5 


fls£4&9 -4 


.. 72. 1 


9 - 5 


132.5 


-ft-g-^J 9-10 


116.8 


fb£^ 9-11 


55.0 


{b-n^J 9-12 


107.9 j 


ik-SM 9-16 


57.2 


{b-a#J 10-1 


50.5 


it&m 10-2 


65.8 


<b-&^ 10-3 


55.7 


Yk-a-^j ii-i 


66.8 


ik&M 11-3 


85. 1 


\k^%2 0-1 


65.1 


ft^2 0-2 


50.5 



[0 4 19] 

ffi (fEUB) £^bk„ 
[0 4 2 0] 

mmtomm^nm-t&ISmtXsX, Anderson et al.lCj:*Vtf 
-f 5/>W^3HtWS (Fed.Proc, 18, 412(1985)) „ *ZT*. Z.(DTVX 
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m 



[04 2 1] 

(o.Tjmwtmmvmm) 

[0 4 2 2] 

mfcfc&m (30mg/k g ) <Dmummsft&wj%mwmm*^v*ibm^t=. 

[0 4 2 3] 
[0 4 2 4] 

t^ft^iicSL^li^ffl vehicle^© ^ >f */ > trmwuzM't s ffiW^s 

[0 4 2 5] 

ia#^ (x) = [i - (m#&#fi© 9 -f s/ > ^[am/vehicie^<D ^ >f $/ y if mm) 

x i o o 

[0 4 2 6] 

ft-&#J 3-33. 5-3, fl:^ 7-2, fc&m 9 - 1 , 9 - 2 , 

ft^. 9-3, -ffe-^Jfe 11-1. 2 0-1 iS^mt^m 20-2 

) <Djftft«!f8MejB & (Vehicle^© i/y?mmztt?&W$& (%) ) & 

[0 4 2 7] 
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[*21 





RH#^ (X) 

fiCL E3 1 \ AP / 


1 Li □ O O 


76. 1 


ILi a *t5y o & o 


91. 0 




99 5 


-fh-n #i 5 — 3 


51.6 


it&%}7 - 2 


70.0 


fc-£#?9 - 1 


97.7 ' j 


{k£t®9 - 2 


81. 2 


fc-£#>9 - 1 2 


57.8 


tt£r%9 - 3 


100.0 


11-1 


98.3 


-fb-a-%2 0-1 


94.8 


4t&%}2 0-2 


81.7 



[0 4 2 8] 
[0 4 2 9] 
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mm] 

2-7i->«/^>yf7yy >©7x-«T^; ^V-^^SilSilbT^-t- 

[ft 13 
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^2 0 0 2-0 9 7 5 0 0 



ffl I A 



CO 00177634] 



1. II^H 1 9 9 0^ 8 J! 60 

ft m iztmizfRwmjmrmm 3 t b 9 # i 9 « 
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